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PROJECT SUMMARY

Fiber-reinforced polymer (FRP) composites are increasingly being used in naval platforms for
improving stealth and reducing topside weight, corrosion mitigation, fatigue, maintenance and operational
costs. FRP composites are presently being used in US Navy Ships such as the Osprey class mine hunter,
and for topside structures on large warships such as the Advanced Enclosed Mast System (AEMS). The
navy also has plans to integrate more composites into the new generation CV(X) and DD(X) ship class
designs. Structures in these applications are often subjected to high strain rates due to impact by hard
objects, mine blasts, projectile penetration and collisions. ONR sponsored research currently underway is
focused on developing hybrid composite systems with nanoparticles such as clay nanomers and carbon
nanotube dispersions for enhancing their multi-functionality. Vibration response, damping, acoustic
impedance and the performance of these nanoparticle-enhanced composites and foams in cold regions
under freeze-thaw conditions are some important factors which need to be addressed. Ultimate goal is the
development of composite panels with low-cost fire resistant foams sandwiched in between nanoparticle-
enhanced face sheets; forming structures that offer optimal flexural rigidity, vibration damping and impact
energy absorption along with reduced weight.

Main objectives of this research are to characterize: (a) the vibration and acoustic response; (b)
low-velocity impact and high-strain energy absorption; (c) effects of freeze-thaw cycling; and (d)
molecular dynamic simulations of nanoparticle-enhanced composites and fly-ash based foams that are
being considered for future generation naval structures or the retrofitting of existing ones. In this study,
the flexural/extensional dynamic modulus, damping, low-velocity impact and high-strain (Hopkinson bar)
response of nylon 6,6 thermoplastic reinforced with multi-wall carbon nano tubes (MWCNT) were
characterized. Preliminary investigations were also conducted on Derakane 411-350 vinyl ester thermoset
reinforced with Cloisite 30B nanoclay and exfoliated graphite nanoplatelets (xGnP). Molecular Dynamic
(MD) simulations are used for obtaining the elastic constants (C;) of SWCNT, MWCNT and nylon 6,6
nanocomposites.

North Carolina A&T State University (NC AT) under a joint program with the Office of Naval
Research has developed a process for producing low-cost syntactic foams Eco-Core® from fly ash, a waste
product generated by the utility industry. In the event of a fire this foam material will generate little or no
smoke and emit no toxic gases, a factor that would be of great importance for naval and other military
applications as well as building constructions. Eco-Core foam samples supplied by NC AT were
characterized for their vibration and acoustic response, and low-velocity impact energy absorption.

The project deliverables and their execution, in order of priority, are summarized here. Detailed
descriptions of the work performed are given in following sections.



1) DYNAMIC MODULUS AND DAMPING: Dynamic flexural/extensional modulus and damping of nylon
6,6 thermoplastic reinforced with multi-wall carbon nano tubes (MWCNT); Derakane 411-350 vinyl-ester
thermoset reinforced with Cloisite 30-B nanoclay and exfoliated graphite platelets (xGnP ); and fly ash
based Eco-Core foams were characterized using the non-destructive impulse-frequency response
vibration technique.

2) IMPACT AND ENERGY ABSORPTION: Low-velocity impact failure load and energy absorption of
nylon 6,6 thermoplastic reinforced with multi-wall carbon nano tubes (MWCNT); Derakane 411-350
vinyl-ester thermoset reinforced with Cloisite 30-B nanoclay and exfoliated graphite platelets (xGnP );
and fly ash based Eco-Core foams were characterized with a Dynatup Model 8250 instrumented impact
test system for both notched and un-notched specimens.

3) FREEZE-THAW EFFECTS: EIS was used to examine the effects of freeze-thaw cycling and moisture
ingression on nylon 6,6 thermoplastic reinforced with multi-wall carbon nano tubes (MWCNT) over a 45
and 90 day time period.

4) MOLECULAR DYNAMICS OF NANOPARTICLE-ENHANCED PLASTICS: Material Studio
Software® has been used for performing molecular dynamic simulations of nylon 6,6 reinforced with
single- and multi-wall carbon nano tubes; estimating mechanical properties of nano-composite
constituents (i.e. matrix, reinforcements and interface) and studying the effects of varying type and
weight-fraction of nano-reinforcement.

5) ACOUSTIC IMPEDANCE OF NANOPARTICLE-ENHANCED PLASTICS AND FOAMS: Sound
absorption coefficients of nylon 6,6 thermoplastic reinforced with multi-wall carbon nano tubes
(MWCNT), and fly ash based Eco-Core foams were characterized with a B&K Type 4002 Standing Wave
Apparatus.

COLLABORATION WITH UNIVERSITY OF NEW ORLEANS (UNO): Small samples of nylon 6,6
thermoplastic reinforced with multi-wall carbon nano tubes (MWCNT) were subjected to high-strain rate
compression testing using a Split-Hopkinson Pressure Bar (SHPB) apparatus.

SIGNIFICANCE OF RESEARCH AND NAVY RELEVANCE: This research will aid in the development
of nano-multifunctional materials and sandwich structures that offer optimal flexural rigidity, vibration
damping and impact energy absorption along with reduced weight; contributing towards building lighter,
stronger and faster ships for the US Navy. Research conducted in this project will also impact the
development of composite materials technology in homeland security and civil-infrastructure areas. The
research was conducted in close coordination with private industry and government agencies including
Northrup Grumman Ship Systems (NGSS) and the Army Corps of Engineers Research and Development
Center (ERDC). Both NGSS and ERDC are located in the State of Mississippi and have maintained strong
connections with our research team at Ole Miss.

Preliminary work undertaken on this project has been beneficial for a larger one-million dollar
congressional initiative on Blast/Shock/Impact Resistant Composites for Naval Structures; a collaborative
effort between the University of Mississippi, Michigan State University and University of New Orleans.
Results of this research have also been successfully leveraged for a 765K project on ‘Nanoparticle
Reinforced Composites for Critical Infrastructure Protection’” from the Department of Homeland Security
(DHS).
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INTRODUCTION:

For this research, several 12” x 12" x 0.375” thick nylon 6,6 thermoplastic plates
reinforced with 1.25, 2.5, 5 and 10 wt. percent multi-wall carbon nano tubes (MWCNT-from
Hyperion Catalysis) were prepared by Ensinger Inc. using a proprietary pressure extrusion
process. A higher 20 wt. percent MWCNT resulted in fractured plates.

Derakane 411-350 vinyl ester thermoset plates reinforced with 1.25 and 2.5 wt.
percent MWCNT were attempted by Dr. Larry Drzal’s research group at Michigan State
University Composite Materials and Structures Center, our collaborator on this project. The
high viscosity of CNT-vinyl ester resin hampered removal of entrapped air, and plaques with
acceptable quality were not produced. It was also concluded that the CNTs themselves may
poison the vinyl ester reaction, leading to unacceptable material properties. 117x117x0.4”
thick Derakane 411-350 vinyl ester thermoset plates reinforced with 1.25 and 2.5 wt. percent
Cloisite 30B nanoclay and exfoliated graphite nanoplatelets (xGnP) were successfully
fabricated at Michigan State University.

Eco-Core foam plates supplied by North Carolina A & T State University were
designated as OM11, OM12, OM16, OM21, OM18 and OMI19. Plates OM11 and OM12
consist of fly ash with phenolic resin (no added fibers) + 1 ply phenolic resin-coated glass
fiber veil (on top/bottom surface). Plate OM16 consists of fly ash w/phenolic resin (0% wt.
0.125-in chopped glass fiber) and no covering. Plate OM21 consisted of fly ash with phenolic
resin (+ 6% wt. 0.125-in chopped glass fibers) and no covering. Plates OM18 & OMI19
consisted of fly ash with phenolic resin (+ 6% wt. 0.125-in chopped glass fibers) and 1-ply
covering of phenolic resin-coated glass fiber veil (on top/bottom surface).

All the nylon 6,6 nanocomposite configurations have been subjected to environmental
aging for 90 days. The specimens were subjected to freeze-thaw cycling from 10 to 50° F at 6
cycles per day according to ASTM standard C666-97 Procedure-A (Freezing in water and
thawing in water). The specimens were tested after 45 and 90 days aging period.

For identifying the specimens, a uniform coding system was used. The codification
for nanocomposites consists of 8 digits with each digit representing a specific purpose. The
codification scheme for nanocomposites is explained in Figure 1. The Eco-Core foams plates
were supplied with four digit identifications, a three digits extension is given to identify them

as explained in Figure 2.



L———» Type of matrix

>

L— Type of testing

Specimen ID
(01~99)

A — Acoustic
D — Dynamic Test
E - EIS

Plate from which specimen was cut

Lb Wt fraction of nano Reinforcement

L% Type of nano reinforcement

(5 Plates specified as A~E and remaining as J)

A

T — Tap Test
S — Static Test
U -RUS

H — Hopkinsons Bar Test
I — Impact Testing
R — Rheology/ DMA

00 — 0% Reinforcement

12 — 1.25% Reinforcement
25 — 2.5% Reinforcement
50 — 5% Reinforcement

10 — 10% Reinforcement
20 — 20% Reinforcement

M - MWCNT

\ 4

C — Nano Clay

G — Graphite Platelets

N — Nylon

"| V = Vinyl Ester

Figure 1: Codification of nanocomposite specimens

OM 11 I 01
Specimen ID
(01~99)
Type of testing —_—>

Lp Identification of plate

L » Type of material

A — Acoustic

D — Dynamic testing

E - EIS

H — Hopkinsons Bar Test
I — Impact Testing

R — Rheology/ DMA

T — Tap Test

S — Static Test

U -RUS

11 —Plate 1 (in Eco-Core)
12 — Plate 2 (in Eco-Core)
16 — Plate 3 (in Eco-Core)
21 — Plate 4 (in Eco-Core)
18 — Plate 5 (in Eco-Core)
19 — Plate 6 (in Eco-Core)

L

OM - Eco-Core Foam

Figure 2: Codification of Eco-Core Foam specimens
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Plate Vibration Signature Analysis:

A vibration signature analysis was initially performed to check the quality of the
supplied nanoparticle enhanced plates of each configuration. The resonant frequencies for all
the plates were recorded over a span of 0 to 800 Hz. The resonant frequencies of the plates
are obtained with the Fast Fourier Transform (FFT) based on impulse-frequency response
vibration technique [1.1-1.3]. The plates are tapped in a free-free condition achieved by
hanging them with nylon wires on a steel frame. The experimental setup is shown in Figure
3. The hammer is of PCB Pizeotronics model 086BOI with an internal load cell. A steel tip
is chosen as it gave clear resonant peaks. The output is measured with a PCB Pizeotronics
309A sn5406 accelerometer. The location of accelerometer is chosen at 32 mm from one of
the plate corners after examining the node lines for free-free condition such that this point
does not coincide with the nodal lines [1.4]. If the accelerometer is placed at one of the nodal
lines then associated frequency of that nodal line will not appear in the response spectrum.
The hammer and accelerometer are connected to a two channel HP36550A spectrum
analyzer via PCB 482A04 amplifier. The driving point measurements are taken by tapping
the hammer adjacent to the accelerometer. The resonant frequencies of the plate appear as
peaks on the analyzer screen. A typical Frequency Response Function (FRF) output for a

pure nylon plate is shown in Figure 4.

Hammer

Nylon Wires

Accelerometer

Figure 3: Free-free experimental setup for vibration tap test.
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No significant variation was observed between different plates of each configuration
indicating consistency in manufacturing process. An important point to note is that the
frequencies for nylon 6,6 and vinyl ester nanocomposites shifted upward with reinforcement
which could be attributed to the plates becoming stiffer with reinforcement (Figures 5 and 6).
Also, the shift is more prominent at higher frequencies than the lower.

In the observed span eight peaks are observed for all the nylon nanocomposites
except the 10 wt. percent reinforced plates which showed seven. The numerical values of the
resonant frequencies are listed in Table 1. Note that the initial frequencies of 1.25 wt. percent
plates are higher than the corresponding frequencies of 0 and 2.5 wt. percent. The 1.25 wt.

percent plates are manufactured in a different batch than the others. Table 2 lists the detailed

Figure 4: Typical frequency response of pure nylon 6,6 plates.

nylon 6,6 nanocomposites results for each plate.

Table 1: Resonant frequencies for nylon 6,6/ MWCNT nanocomposite plates.

Plate 1 2 3 4 5 6 7 8
0 % 22.00 | 126.80 | 182.00 | 250.00 | 322.80 | 596.40 | 639.20 | 750.80
1.25% | 28.00 | 135.60 | 190.40 | 261.60 | 337.20 | 621.60 | 666.00 | 782.40
2.50% |22.00 | 132.40 | 190.80 | 261.20 | 339.20 | 626.80 | 671.60 | 785.60
5.00% | 22.00 | 134.00 | 193.50 | 261.50 | 341.00 | 628.00 | 678.00 | 791.50
10.00% | 23.50 | 139.00 | 200.50 | 267.00 | 352.00 | 642.00 | 699.50
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Figure 5: Resonant frequency shift for MWCNT reinforced nylon 6,6 nanocomposites.

Table 2: Resonant frequencies from Signature Analysis for Nylon6,6 nanocomposite plates.
Plate ID 1 2 3 4 5 6 7 8

NMOOA | 22 | 126 | 180 | 248 | 320 | 592 | 634 | 746
NMOOB | 22 | 126 | 182 | 250 | 322 | 600 | 638 | 750
NMOOC | 22 | 126 | 182 | 250 | 322 | 596 | 638 | 750
NMOOD | 22 | 128 | 182 | 252 | 324 | 602 | 642 | 754
NMOOE | 22 | 128 | 184 | 250 | 326 | 592 | 644 | 754
NMI2A | 28 | 136 | 190 | 262 | 336 | 620 | 666 | 782
NMI2B | 28 | 136 | 190 | 262 | 338 | 622 | 666 | 784
NMI2C | 28 | 136 | 192 | 262 | 338 | 624 | 670 | 786
NMI2D | 28 | 136 | 190 | 262 | 338 | 624 | 666 | 784
NMI2E | 28 | 134 | 190 | 260 | 336 | 618 | 662 | 776
NM25A | 22 | 134 | 192 | 262 | 340 | 628 | 674 | 786
NM25B | 22 | 132 | 190 | 262 | 340 | 626 | 672 | 786
NM25C | 22 | 132 | 190 | 262 | 338 | 626 | 672 | 786
NM25D | 22 | 132 | 192 | 260 | 338 | 628 | 672 | 784
NM25E | 22 | 132 | 190 | 260 | 340 | 626 | 668 | 786
NMS50A | 22 | 134 | 194 | 262 | 342 | 628 | 678 | 792
NM50B | 22 | 134 | 194 | 262 | 340 | 628 | 680 | 792
NM50C | 22 | 134 | 194 | 260 | 342 | 628 | 678 | 792
NM50D | 22 | 134 | 192 | 262 | 340 | 628 | 676 | 790
NMIOA | 22 | 138 | 200 | 266 | 352 | 638 | 698
NMIOB | 22 | 138 | 200 | 266 | 350 | 640 | 696
NMIOC | 22 | 138 | 200 | 268 | 352 | 648 | 698
NMIOD | 28 | 142 | 202 | 268 | 354 | 642 | 706




The resonant frequencies for vinyl ester nanocomposite plates reinforced with
nanoclay and graphite platelets over the chosen span of 800 Hz are shown in Figure 6. The
shift in the resonant frequency is observed more for graphite platelets reinforced plates as
compared to nanoclay ones. Note these plates are 10 inch square which is shorter then the
11.5 inch sqaure nylon 6,6 composite plates. The values of the observed resonances are listed
in Table 3. The values are an average data for two plates from each configuration. Table 4
lists the data from signature analysis of nanocomposites plates.

Table 3: Vinyl ester nanocomposite plates signature analysis results.
Plate ID 1 2 3 3 6 7
Pure Vinyl ester | 24.00 | 160.00 | 234.00 | 310.00 | 412.00 | 750.00
VE+1.25%Clay | 22.00 | 175.00 | 255.00 | 337.00 | 449.00
VE+2.5%Clay 24.00 | 175.00 | 256.00 | 339.00 | 453.00
VE+1.25%Graphite | 22.00 | 178.00 | 261.00 | 339.00 | 460.00
VE+2.5%Graphite | 22.00 | 195.00 | 285.00 | 366.00 | 500.00

Resonant frequencies of vinyl ester nanocomposite
plates
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Figure 6: Resonant Frequency of vinyl ester reinforced with Graphite platelets and nano clay
(Note: These plates are 10”x107x0.47).



Table 4: Resonant frequencies for each vinyl ester nanocomposite plates.

Plate ID

1

2 3

4

5] 6

VCO0A

24

160 | 234

310

412 | 750

VCI2A

22

176 | 256

338

450

VCI12B

22

174 | 254

336

448

VC25A

24

176 | 256

340

454

VC25B

24

174 | 256

338

452

VGI2A

22

178 | 260

338

458

VGI2B

22

178 | 262

340

462

VG25A

pp

194 | 284

364

498

VG25B

22

196 | 286

368

502

Among Eco-Core foams, OM12 showed the highest frequencies. Over the chosen

span of 800 Hz OM16 and OM2I1 recorded 6 resonant frequenices while all the others

showed only 5 resonances. Figure 7 shows the frequency pattern of Eco-Core foam plates

signature analysis. Table 5 lists the results for each plate.

Table 5: Eco-Core foam signature analysis results.

Peak No. 1 2 3 4 5 6
OMl11 34 | 214 | 302 352 822
OM12 34 | 220 | 312 364 534
OM21 28 180 | 256 290 446 | 760
OM18 30 | 204 | 290 340 504
OM16 32 194 | 272 308 464 | 786
OMI19 30 | 206 | 296 348 510

Resonant frequencies of EcoCore foam plates

aooM11
800 1 gom12
700 1 pom21
600 { TOOM18
500 4 BOM16

BoOM19

Frequency (Hz)
S
3

3
Resonant

4
Peak

5

Figure 7: Resonant Frequency of Eco-Core foam plates.
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1.0 DYNAMIC PROPERTY MEASUREMENTS

Long samples 254 mm x 254 mm x 9.5 mm (10”x17x3/8”) are cut from different
plates of each configuration for flexural and extensional dynamic property characterization.
Same samples are used for both the measurements as the experimentation technique involved
is a non destructive technique and three specimens of each configuration are tested. Samples
of 17x17x3/8” are cut for density measurements, with two samples from each configuration.

The experimental procedure used for measuring the dynamic storage modulus,
dynamic loss modulus and damping of the nanocomposites used for this research is a non-
destructive vibration response technique applied for the study of traditional composites
dynamic properties in the past [1.1, 1.3]. This technique has an advantage of determining the

dynamic properties without destroying the specimens being tested.

1.1 Density measurement

Densities of different materials are calculated based on the mass-volume relation:

D = M/ V where D is density of material, M is the mass of the sample and V is the volume
of the sample. A 17x17x3/8” sample was used for density measurements. The dimensions for
each specimen are measured using vernier calipers with a least count of 0.01 mm.
Dimensions of the prepared samples are taken along both ends and averaged. The wt of the
specimen is measured using OHAUS precision scale. The density obtained is averaged for
two samples from each configuration of nanocomposites. The density measured
experimentally is entered as input for the modulus and damping computations.

Volume and density calculations for nylon 6,6 and vinyl ester nanocomposites are
listed in Tables 1.1.1 and 1.1.3 with the averaged density values. For nanocomposites the
addition of reinforcements showed a consistent increase in densities. Experimentally
calculated densities compared with the theoretical prediction as per the rule of mixtures [1.5],

are within 5% variation as shown in Figures 1.1.1 and 1.1.3.



p. =

L Y
p»/' pm
Where

w, weight fraction of fiber

P, density of fiber

w,, weight fraction of matrix or polymer

p,, density of polymer

For Eco-Core foams the measured densities were similar to those supplied by the

manufacturer. Thus these manufacturer supplied densities listed in Table 1.1.4 are used in
dynamic measurements. For nanocomposites the experimentally measured densities are used.
The densities for nylon 6,6 nanocomposites after 45 and 90 days aging are listed in Table
1.1.2. The variation of density with aging is shown in Figure 1.1.2. A consistent increase in

density with aging is observed.

Densities of nylon 6,6 nanocomposites

1400 A OExperimental
B Theoretical

1200 -
1000 -

800

600 -

Density (Kg/m?3)

400

200

0.00% 1.25% 2.50% 5.00% 10.0% 20.0%
MWCNT  MWCNT  MWCNT  MWCNT MWCNT MWCNT

MWCNT reinforcement %

Figure 1.1.1: Densities of nylon 6,6 nanocomposites and theoretical predictions.



Table 1.1.1: Experimental density calculations for nylon 6,6/MWCNT nanocomposites.

Sample Length | Width | Thick | Volume | Wt | Density | Avg density | Nano

mm mm Mm | mm’ g |kgm’ Kg/m’ %

NMOOCEO1 | 25.44 | 25.39 | 10.05 | 6491.86 | 7.38 | 1172.89
NMOOAEO2 | 25.51 | 25.58 | 10.00 | 6525.74 | 7.45 | 1105.80

1139.34 0.0%

NMI2CEOl | 2498 |25.19 [9.86 |6204.37 | 7.12 | 1147.58
NMI2CEO1 | 25.05 |25.10 [9.92 |6236.60 | 7.12 | 1141.65

1144.61 1.25%

NM25CEO!1 | 25.54 | 25.54 [9.96 |6494.07 | 7.53 | 1180.48
NM25AEQ2 | 25.38 | 25.71 [9.96 |6497.81 | 7.32 | 1127.06

1153.77 2.5%

NMS50CEO1 | 25.66 | 25.37 [9.91 |6449.83 | 7.60 | 1207.22

NMSOAE02 | 2556 12543 [9.91 [ 644505 | 7.51 | 112842 | 116782 | 5.0%

NMI0CEOI | 25.36 | 25.59 |9.80 |6355.66 | 7.60 | 1241.89

NMI0AEO2 | 25.68 |25.20 |9.84 |6367.48 | 7.57 | 1152.40 ——— Kb

NM20JEOI |25.28 |25.18 |9.77 |6216.07 | 7.86 | 1281.18

1251.59 20.0%

NM20JEO2 | 2540 |25.02 |9.85 |6256.81 | 7.84 | 1222.00

Density comparison of nylon 6,6 nanocmomposite after

and before aging
1300

OUnaged 045 Days 090 Days
1250 - 14

1200 I

1150

Density (Kg/m3)

1100

1050

0.00% 1.25% 250% 5.00% 10.0% 20.0%
MWCNT MWCNT MWCNT MWCNT MWCNT MWCNT

MWCNT reinforcement %

Figure 1.1.2: Density variations of nylon 6,6 nanocomposites with 45 and 90 days aging.

Table 1.1.2: Densities of nylon 6,6 nanocomposite configurations with environmental aging.
Configuration Unaged | 45 Days | 90 Days
0.00% MWCNT 1139.34 | 1153.98 | 1171.95
1.25% MWCNT 1144.61 | 1149.25 | 1150.26
2.50% MWCNT 1153.77 | 1172.26 | 1182.30
5.00% MWCNT 1167.82 | 1176.29 | 1192.64
10.0% MWCNT 1197.14 | 1208.26 | 1215.19
20.0% MWCNT 1251.59 | 1261.91 | 1265.44
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Table 1.1.3: Experimental density calculations for vinyl ester nanocomposites.

Sample Length | Width | Thick | Volume | Wt Density | Avg Nano
density %
mm mm mm mm® g kg/m3 kg/m3
VCO0OAEOlI | 25.40 |25.64 10.17 |6623.27 | 7.35 1109.72 1112.44 0.00%
VCO0AEQ2 | 25.63 | 25.54 10.11 | 6617.91 | 7.38 1115.16 :
VCI12AEQl | 25.66 |25.78 10.14 | 6707.76 | 7.48 1115:13 1132.99 1.25%
VCI12BE02 | 25.60 |24.84 10.18 | 6473.50 | 7.45 1150.85 i Clay
VC25AEQl | 25.46 |25.72 10.17 | 6659.63 | 7.62 1144.21 1139.65 2.5%
VC25BE02 | 25.55 |25.59 10.20 | 6669.01 | 7.57 1135.10 : Clay
VGI12AEOQO]1 | 25.37 |25.55 10.26 | 6650.57 | 7.38 1109.68 1117.29 1.25%
VGI2BE02 |25.71 |2549 |10.16 | 6658.33 [7.49 [1124.91 hal e i
VG25AEOQ0]l | 25.64 |25.23 10.13 | 6553.07 | 7.46 1138.40 1133.58 2.§% 2
VG25BE02 |25.65 |25.68 | 10.02 |6600.09 |7.45 [1128.77 i) Db, st
Densities of vinyl ester nanocomposites
1400 { OExperimental

=~1200 { ™Theoretical

» -

S, 1000 A

X, 800

-g 600 -

8 400 -

200
0

VE

CLAY

Nanocompsoite Type

CLAY

VE+1.25% VE +25% VE+1.25% VE+25%

GRAPHITE GRAPHITE

Figure 1.1.3: Densities of vinyl ester nanocomposites with theoretical predictions.

Table 1.1.4: Eco-Core foam densities provided by the supplier(NCAT University).

Foam ID Density (Kg/m’)
OMl1 490
OM12 500
OMI16 460
OM21 490
OM18 530
OM19 530
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The densities of nylon 6,6 reinforced with MWCNT and vinyl ester reinforced with
Cloisite nanoclay and graphite platelets are shown in Figure 1.1.4. As can be observed, the
densities of vinyl ester reinforced with graphite platelets and nanoclay is lower than their

counterpart nylon 6,6 reinforced with MWCNT.

Densities Of nanocomposutes
1160.00 -
1150.00 -
= 1140.00
3
g 1130.00
Z 112000
e
& 1110.00
1100.00
1090.00 : :
0% 1.25% 2.50%
—&—\/E+Nanoclay 1112.44 1132.99 1139.65
VE+Graphite 1112.44 1117.29 1133.58
—a—Nylon6,6 +MWCNT 1139.34 1144.61 1153.77

Figure 1.1.4: Comparison of densities of nanocomposites.

The experimental and theoretical densities of nylon 6,6 and vinyl ester
nanocomposites along with their wt and corresponding volume fractions are listed in Tables

1.1.5 and 1.1.6.

Table 1.1.5: Comparison of theoretical and experimental densities of nylon 6,6
nanocomposites along with their corresponding wt and volume fractions.

Reinforcement | Experimental | Theoretical WT VOL

wt. percent Kg/m® Kg/m® FRAC | FRAC
0.0 1139.34 1140.00 0.000 0.000
1.25 1144.61 1145.94 0.0125 0.007
2.5 1153.77 1151.95 0.025 0.015
5.0 1167.82 1164.16 0.050 0.030
10.0 1197.14 1189.36 0.100 0.061
20.0 1251.59 1243.20 0.200 0.128




Table 1.1.6: Comparison of theoretical and experimental densities of vinyl ester
nanocomposites along with their corresponding wt and volume fractions.

Reinforcement | Experimental | Theoretical | WT VOL
wt. percent Kg/m3 Kg/m3 FRAC FRAC

0 1112.44 1050.00 0 0.000
0.0125 clay 1132.99 1057.18 | 0.0125 0.006
0.025 clay 1139.65 1064.46 0.025 0.012
0.0125 graphite 1117.29 1055.90 | 0.0125 0.007
0.025 graphite 1133.58 1061.88 0.025 0.014

The volume fractions for all the configurations of nanocomposites under study are

back calculated using the rule of mixtures of the densities [1.5]:

p(‘ :vf‘pf +vm'pm

v, =l-v,.

Rearranging
=P Pw

= =0y

where

‘)

p. density of composite
p,, density of polymer
P, density of fiber

v, volume fraction of fiber

v,, volume fraction of polymer



1.2 Dynamic Flexural Property Measurements:

Non-destructive vibration response technique has been used to measure the dynamic
flexural modulus and damping of the nanocomposites under study. The sample is clamped at
one end in a vise. The accelerometer is placed at the free-end and the specimen is excited by
impacting with a hammer with a load cell. The hammer and accelerometer are connected to
the spectrum analyzer via an amplifier. The experimental setup for dynamic flexural
measurements is shown in Figure 1.2.1. Note that the resonant frequencies obtained by this
setup are of flexural mode. The spectrum analyzer is hooked to a computer with in-house
developed software “ICARUS” which calculates the dynamic modulus & loss factor based
on the specimen dimensions and curve fitting the resonant peak data obtained from the
spectrum analyzer [1.1, 1.2]. The specimens are first tapped and a frequency response
function is obtained on a broad span of 1600 Hz. The first fundamental peak is then zoomed
with 50 Hz span for the final calculations. Loss factor is calculated based on the 3 dB half-
power bandwidth of the frequency peak and the dynamic modulus is calculated from the
resonant frequency. The frequency spectrum is averaged three times on the analyzer before
feeding it to “ICARUS”. The software has provision for averaging the modulus and loss
factor for two tests. Three samples from each configuration of nanocomposites are tested.

The storage modulus is computed using the natural frequency formulae:

27l \ pA

where L is the length of beam, n the mode number, A, is the eigenvalue for nth mode and f,

is the nth mode frequency, E is the effective Young’s modulus of beam material, I is the
moment of inertia of beam cross-section about its neutral axis, A is the cross-sectional area of

beam, p is mass density of beam material. The eigenvalues depend on the boundary

conditions [1.2], which is a cantilever configuration in this case.



Hammer

Accelerometer

Figure 1.2.1: Experimental setup for dynamic flexural measurements

The nylon 6,6 showed a slight increase in resonant frequencies with increase in
MWCNT reinforcement till 2.5 wt. percent after which it slightly dropped. The flexural
dynamic modulus also follows the trend of the resonant frequency. The 20 wt. percent
reinforced composites had the highest modulus but these plates had cracked during the
extrusion process suggesting the increase in brittle nature at higher reinforcements, thus not
practical. Also not much change in the resonant frequency is observed between 2.5 and 10
wt. percent composites. Thus the primary range of interest could be from 0 to 2.5 wt. percent
loadings. Figure 1.2.2 shows the variation of resonant frequency with increase in

reinforcements and Figure 1.2.3 shows the flexural dynamic modulus.



Resonant frequency of nylon 6,6 nanocomposites
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Figure 1.2.2: Resonant frequency of nylon 6,6/MWCNT nanocomposites.

Flexural dynamic modulus of nylon 6,6 nanocomposites
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Figure 1.2.3: Flexural dynamic modulus of nylon 6,6/ MWCNT nanocomposites.
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Flexural loss factor for nylon 6,6 nanocomposites
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Figure 1.2.4: Loss factor (damping) for nylon 6,6 nanocomposites in flexural mode.

Flexural loss modulus for nylon 6,6 nano composites
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Figure 1.2.5: Flexural loss modulus of nylon 6,6 nanocomposites

I/



For nylon 6,6 the damping first decreased till 2.5 wt. percent addition of MWCNT but
then again increased with further additions of MWCNT as shown in Figure 1.2.4. The 20 wt.
percent nanocomposite showed an abruptly low damping. The flexural loss modulus
followed the trend of loss factor as shown in Figure 1.2.5. Table 1.2.1 lists the detailed
results for nylon 6,6 nanocomposites flexural test results. All the data have been averaged for
three samples from each configuration of composites.

Table 1.2.1: Flexural dynamic properties of nylon 6,6/MWCNT nanocomposites.

Flexural
Resonant ; Loss
Sample ID frequency lFlexural dypanic modulus
(Hz) oss factor | modulus (GPa)
(GPa)

NMOOADO1 48.56 3.60E-02 2.64 0.10
NMOOADO2 48.75 3.27E-02 2.76 0.09
NMO00OCDO03 49.38 3.10E-02 2.88 0.09
0 % Average 48.90 3.32E-02 2.76 0.09
NMI12ADO01 48.63 3.19E-02 2.83 0.09
NM12AD02 50.75 3.48E-02 3.09 0.11
NMI12ADO03 50.75 3.23E-02 3.09 0.10
1.25 % Average 50.04 3.30E-02 3.00 0.10
NM25ADO01 51.88 2.75E-02 3.22 0.09
NM25AD02 51.12 2.45E-02 3.13 0.08
NM25CDO03 50.62 2.83E-02 3.07 0.09
2.5% Average 51.21 2.68E-02 3.14 0.08
NMS0ADO1 49.31 3.33E-02 3.00 0.10
NMS0ADO02 50.50 2.67E-02 3.08 0.08
NMS50CDO03 50.00 2.70E-02 2.98 0.08
5.0% Average 49.94 2.90E-02 3.02 0.09
NMI10ADO1 52.44 2.92E-02 3.47 0.10
NM10ADO02 51.31 3.03E-02 3.33 0.10
NM10CDO03 51.88 2.97E-02 3.40 0.10
10 % Average 51.88 2.97E-02 3.40 0.10
NM20JDO1 56.37 2.51E-02 4.15 0.10
NM20JD02 56.50 2.59E-02 4.16 0.11
NM20JD03 5556 - | 2.65E-02 3.43 0.09
20 % Average 56.14 2.58E-02 3.91 0.10

A drop in resonant frequency and flexural dynamic modulus is observed after
subjecting the nylon 6,6 nanocomposites to environmental aging for all the configurations. A

further drop is observed after 90 days aging for pure nylon 6,6 and 1.25 wt. percent
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nanocomposites while for all the other configurations a marginal increase is observed after
90 days aging as compared to 45 days aging as shown in Figures 1.2.6 and 1.2.7. The
numerical values of these results are listed in Tables 1.2.2 and 1.2.3 for 45 days and 90 days
aging respectively.

Loss factor consistently increased with aging for all the configurations as shown in
Figure 1.2.8. Loss modulus (Figure 1.2.9) increased for 90 days aging as compared to non
aged samples for all the configuration. For 45 days aging the loss modulus decreased for pure
nylon 6,6 and 2.5 wt. percent while a slight increase is observed for all the other

configurations.

Table 1.2.2: Nylon 6,6 nanocomposites 45 days environmental aging results for dynamic
flexural tests.

Sample ID Resonant | Flexural | Flexural Loss
Frequency loss dynamic | modulus
(Hz) factor modulus (GPa)
(GPa)
NMOOADO1 41.38 3.39E-02 1.93 0.07
NMOOADO2 40.31 3.42E-02 1.83 0.06
NMO00CDO3 37.44 4.34E-02 1.58 0.07
0 % Average 39.71 3.72E-02 1.78 0.07
NM12ADO01 42.31 5.57E-02 2.07 0.12
NM12AD02 41.19 5.97E-02 193 0.12
NM12ADO03 38.44 6.05E-02 1.67 0.10
1.25 % Average 40.65 5.86E-02 1.89 0.11
NM25ADO1 44.69 3.29E-02 2.34 0.08
NM25AD02 42.31 3.66E-02 2.13 0.08
NM25CD03 42.63 3.93E-02 2.12 0.08
2.5% Average 43.21 3.63E-02 2.20 0.08
NMS0ADOI 43.00 4.65E-02 2.26 0.11
NMS50ADO02 44.63 3.77E-02 2.43 0.09
NMS0CDO03 43.44 3.77E-02 2.35 0.09
5.0% Average 43.69 4.06E-02 2.35 0.09
NM10ADO1 43.63 4.23E-02 243 0.10
NM10ADO02 41.69 4.88E-02 2.17 0.11
NM10CDO3 44.94 3.97E-02 2.48 0.10
10 % Average 43.42 4.36E-02 2.36 0.10
NM20JDO1 50.44 3.89E-02 3.39 0.13
NM20JD02 49.88 2.96E-02 3.38 0.10
NM20JD03 50.75 3.54E-02 3.32 0.12
20 % Average 50.36 3.46E-02 3.36 0.12
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Resonant frequency of Nylon 6,6 nanocomposites
after and before aging
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Figure 1.2.6: Resonant frequencies comparison for nylon 6,6 nanocomposites for 45 and 90
days environmental aging.

Flexural dynamic modulus of Nylon 6,6 nanocomposites
after and before aging
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Figure 1.2.7: Flexural dynamic modulus comparison for nylon 6,6 nanocomposites for 45
and 90 days environmental aging.

20



Flexural loss factor of Nylon 6,6 nanocomposites
after and before aging
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Figure 1.2.8: Flexural loss factor comparison for nylon 6,6 nanocomposites for 45 and 90
days environmental aging.

Flexural loss modulus for Nylon6,6 nanocomposites
after and before aging
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Figure 1.2.9: Flexural loss modulus comparison for nylon 6,6 nanocomposites for 45 and 90
days environmental aging.
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Table 1.2.3: Nylon 6,6 nanocomposites 90 days environmental aging results for dynamic
flexural tests.

Sample ID Resonant | Flexural | Flexural Loss
frequency loss dynamic | modulus
(Hz) factor modulus (GPa)
(GPa)

NMOOADOI 35.50 7.43E-02 1.39 0.10
NMOOADO2 38.50 6.74E-02 1.64 0.11
NMO0OCDO03 85.15 8.53E-02 1.41 0.12
0 % Average 36.58 7.57E-02 1.48 0.11
NMI12ADO1 34.00 1.08E-01 1.39 0.15
NMI12AD02 33.44 1.08E-01 1.35 0.15
NM12CD03 33.00 1.08E-01 1.31 0.14
1.25 % 33.48 1.08E-01 1.35 0.15
NM25ADO1 45.37 6.35E-02 2.27 0.14
NM25AD02 44.75 6.09E-02 2.34 0.14
NM25CD03 42.38 7.53E-02 2.04 0.15
2.5% Average 44.17 6.66E-02 2.22 0.15
NMS0ADO1 44.38 6.91E-02 2.26 0.16
NMS0ADO2 43.88 6.35E-02 2.21 0.14
NMS50CDO03 44.25 6.48E-02 2.29 0.15
5.0% Average 44.17 6.58E-02 2.26 0.15
NM10ADO1 47.19 6.46E-02 2.74 0.18
NMI10ADO2 44.56 6.47E-02 2.39 0.15
NM10CDO03 45.00 6.45E-02 2.28 0.15
10 % Average 45.58 6.46E-02 2.47 0.16
NM20JDO1 51.50 5.96E-02 325 0.19
NM20JD02 56.13 5.11E-02 3.93 0.20
NM20JD03 54.25 5.71E-02 3.70 0.21
20 % Average 53.96 5.59E-02 3.63 0.20

For vinyl ester nanocomposites the resonant frequencies for nanoclay reinforcements
are lower while for graphite platelets reinforcements they are higher than the virgin polymer.
2.5 wt. percent composites showed higher frequency then their corresponding 1.25 wt.
percent ones. The flexural dynamic modulus showed the same trends as the resonant
frequencies. The 2.5 wt. percent graphite platelets reinforced composites showed a 33%
increase in modulus with their virgin polymer. All the results are shown in Figures 1.2.10 and

L2 TL
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Figure 1.2.10: Resonant frequencies of vinyl ester nanocomposites.
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Figure 1.2.11: Flexural dynamic modulus of vinyl ester nanocomposites.
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The loss factor did not show much variation with adding of different reinforcements
to vinyl ester. The loss modulus observed is lower for nanoclay reinforcements and higher
for graphite platelets reinforcements then the virgin polymer. The 2.5 wt. percent graphite
platelets composites showed about 20% increase in loss modulus then the virgin polymer.
Since both the loss modulus and flexural dynamic modulus are significantly high for graphite
platelet nanocomposites, they show potential for dynamic applications. Figure 1.2.12 and
Figure 1.2.13 shows the results for flexural loss factor and loss modulus of vinyl ester
nanocomposites. Table 1.2.4 lists all the results of dynamic flexural test for vinyl ester

nanocomposites with nanoclay and graphite reinforcements.

Table 1.2.4: Results of vinyl ester nanocomposites dynamic flexural tests.

Flexural
Resonant : Loss
Sample ID frequency lFlexural A modulus
(Hz) oss factor | modulus (GPa)
(GPa)
VCO0OADOI 48.50 3.88E-02 2.68 0.10
VCO0ADO2 47.69 4.66E-02 2.60 0.12
VCO0ADO3 45.94 5.04E-02 2.41 0.12
Pure Vinyl ester 47.38 4.52E-02 2.56 0.12
VCI12ADOI 45.06 3.83E-02 2.36 0.09
VCI12ADO02 43.44 4.01E-02 2.19 0.09
VCI12ADO03 43.31 4.00E-02 2.18 0.09
1.25% Nanoclay 43.94 3.95E-02 2.24 0.09
VC25ADO1 45.44 3.67E-02 2.41 0.09
VC25ADO02 50.88 4.14E-02 3.03 0.13
VC25CDO03 43.56 3.80E-02 2.22 0.08
2.5% Nanoclay 46.63 3.87E-02 2.55 0.10
VGI12ADO1 46.12 4.15E-02 2.49 0.10
VG12BDO02 48.25 4.19E-02 2,72 0.11
VG12BDO03 50.38 4.42E-02 2.97 0.13
1.25% Graphite 48.25 4.25E-02 2.73 0.12
VG25ADO01 53.75 3.77E-02 345 0.13
VG25BDO02 58.25 3.96E-02 4.03 0.16
VG25BDO03 52.00 4.40E-02 3001 0.14
2.5% Graphite 54.67 4.04E-02 3.56 0.14
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Flexural loss factor for vinyl ester nanocomposites
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Figure 1.2.12: Flexural loss factor of vinyl ester nanocomposites.
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Figure 1.2.13: Flexural loss modulus of vinyl ester nanocomposites.
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Vinyl ester with 2.5 wt. percent graphite platelets shows the highest flexural dynamic

modulus, loss factor and loss modulus among the 0-2.5 wt. percent nanocomposite

configurations under study. The comparison is shown in Figures 1.2.14-1.2.17.
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Figure 1.2.14: Resonant frequenices for nanocomposites in flexural mode.
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Figure 1.2.15: Flexural dynamic modulus for different nanocomposites.
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Figure 1.2.16: Flexural loss factor for different nanocomposites.
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Figure 1.2.17: Flexural loss modulus for different nanocomposites.
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The Eco-Core foam samples showed higher frequencies than nylon 6,6 and vinyl
ester nanocomposites which is due to they being lighter. The resonant frequency and flexural
dynamic modulus for all the Eco-Core foams is shown in Figures 1.2.18 and 1.2.19. It is
observed that among all foams, OM19 has the highest modulus. The loss modulus (Figure
1.2.21) is also highest for the OM19. The loss factor for all the foams is shown in Figure
1.2.20. OM16 has the highest loss factor but the flexural dynamic modulus for the same is
much lower as compared to OM19. The loss factor of OMI19 is slightly less than OM16.

Table 1.2.5 lists all the results for flexural dynamic tests.

Table 1.2.5: Eco-Core foam dynamic test results for flexural dynamic test.

Sample ID Resonant | Flexural | Flexural | Flexural
Frequency | loss dynamic | loss
(Hz) factor modulus | modulus
(GPa) (GPa)
OM11DO01 71.50 5.79E-03 | 2.62 0.015
OM11D02 72.88 5.61E-03 |2.72 0.015
OM11 Average 72.19 5.70E-03 | 2.67 0.015
OM12D01 1356 6.13E-03 | 3.00 0.018
OM12D02 76.50 6.18E-03 | 3.06 0.019
OM12 Average 76.03 6.15E-03 | 3.03 0.019
OM16DO01 67.37 1.82E-02 |2.19 0.040
OM16D02 65.06 2.86E-02 |2.04 0.058
OM16 Average 66.22 2.34E-02 | 2.11 0.049
OM18DO01 69.63 1.71E-02 | 2.69 0.046
OM18D02 70.00 21702 |2.72 0.059
OM18 Average 69.82 1.94E-02 | 2.70 0.052
OMI19DO01 78.19 1.72E-02 | 3.39 0.059
OM19D02 77.38 1.82E-02 | 3.32 0.061
OM19 Average 7119 1.77E-02 | 3.36 0.060
OM21DO01 64.38 2.09E-02 |2.13 0.044
OM21D02 64.62 2.08E-02 |2.14 0.045
OM21 Average 64.50 2.08E-02 | 2.13 0.044
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Figure 1.2.18: Resonant frequency of Eco-Core Foams.
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Figure 1.2.19: Flexural dynamic modulus of Eco-Core Foams.
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Flexural loss factor of EcoCore Foams

1.E-01 { goM11 OOM12 OOM16 BOM21 @OM18 BOM19
| .
)
°
& 5
‘% s
2 1.E-02':
= ]
.
=
x
Kl
e
1.E-03 - " - - -
OM11 OM12 OM16 OM21 OM18 OM19
Foam Type
Figure 1.2.20: Flexural loss factor of Eco-Core Foams
Flexural loss modulus of EcoCore Foams
= 0.18 1 gomM11 oomM12 oOM16 @OM21 BOM18 BOM19
O 0.16
g .
@ 0.14
= 012 4
S 0.10 1
E i
$ 0.08
'é 0.04 -
S  0.02 - g
E 0.00 [1 I *I
lL “ T T T T T
OoM11 omM12 OM16 OM21 omM18 OM19
Foam type
Figure 1.2.21: Flexural loss modulus of Eco-Core Foams.
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1.3 Dynamic Extensional Property Measurements:

The same (10”x17x3/8”) flexural samples are also used for computing the dynamic
extensional modulus and damping. In this setup, the sample is tested in a free-free condition
supported by nylon wires as shown in Figure 1.3.1. Two extra masses are clamped at the
ends of the sample with the help of screws for lowering the resonant frequencies. The
accelerometer is placed at one end of the sample and an impact is given at the other end. The
connections to the analyzer and ICARUS are same as in the flexural measurements. In
addition to the specimen dimensions the values of the two masses are also provided as input
to the ICARUS which has an algorithm for taking into account the effect of end masses in
computing the extensional modulus [1.2, 1.3]. Data is averaged for two tests with three
specimens tested from each configuration plate.

The modulus for a free-free setup with end masses at both ends of a vibrating beam is
given by [1.2]:
an’Lpf,’

/1 2

n

E =

where eigen value A, is given by transcendental equation:

(m, +m,)ApIA,

tanA, = S 2
mm,A,~ —(Apl)”

In the above equations / is the length of beam, m,,m, are end masses, A is area of specimen

cross-section and p is the material mass density.
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Hammer

Accelerometer

Figure 1.3.1: Experimental setup of extensional modulus and damping measurements

The resonant frequencies showed an upward shift as MWCNTs are added to nylon
6,6, but after 5 wt. percent the values are constant. The extensional dynamic modulus showed
the same trend as the resonant frequencies. An increase in modulus of about 30% is observed
from pure polymer to 5 wt. percent loadings. Figures 1.3.2 and 1.3.3 show the resonant
frequency and dynamic extensional modulus for nylon 6,6 nanocomposites. The loss factor
and loss modulus first dropped from 0 to 5 wt. percent loadings then again increased with
further loadings. The 1.25 wt. percent composites had very low damping and loss modulus
against the trend observed. Figures 1.3.4 and 1.3.5 show the results for nylon 6,6/ MWCNT

nanocomposites. All the results are summarized in Table 1.3.1.
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Table 1.3.1: Extensional dynamic properties of nylon 6,6 /MWCNT nanocomposites.

Extensional

Resonant % : Loss

Sample ID Frequency l?xtensmnal Uyl modulus

(Hz) oss factor modulus (GPa)
(GPa)

NMOOADO1 1003.00 2.48E-02 2.92 0.07
NMOOADO2 973.00 4.85E-02 2.75 0.13
NMO0O0OCDO03 1030.00 1.80E-02 3.12 0.06
0 % Average 1002.00 3.04E-02 2.93 0.09
NM12ADO01 1075.00 9.09E-03 3.35 0.03
NM12AD02 1059.00 1.26E-02 3.26 0.04
NM12AD03 1081.00 9.37E-03 3.39 0.03
1.25 % Average 1071.67 1.04E-02 3.34 0.03
NM25ADO01 1128.00 1.11E-02 3.75 0.04
NM25AD02 1102.00 1.47E-02 3.58 0.05
NM25CDO03 1010.00 2.09E-02 3.01 0.06
2.5% Average 1080.00 1.56E-02 3.45 0.05
NMS50ADO1 1128.00 1.21E-02 3.78 0.05
NMS5S0ADO02 1108.00 1.32E-02 3.62 0.05
NMS50CDO03 1096.00 1.75E-02 3.63 0.06
5.0% Average 1110.67 1.43E-02 3.67 0.05
NM10ADO1 1153.00 1.64E-02 3.96 0.06
NM10ADO02 1071.00 1.74E-02 3.41 0.06
NM10CDO03 1103.00 1.70E-02 3.70 0.06
10 % Average 1109.00 1.69E-02 3.69 0.06
NM20JDO1 1099.00 3.24E-02 3.64 0.12
NM20JD02 1084.00 2.26E-02 3.48 0.08
NM20JD03 1158.00 2.08E-02 4.05 0.08
20 % Average 1113.67 2.52E-02 3.72 0.09
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Resonant frequency of nylon 6,6 nanocomposites
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Figure 1.3.2: Resonant frequencies for nylon 6,6/MWCNT extensional dynamic tests.
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Figure 1.3.3: Extensional dynamic modulus for Nylon6,6 /MWCNT nanocomposites.
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Extensional loss factor of nylon 6,6 nanocomposites
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Figure 1.3.4: Extensional loss factor for nylon 6,6/MWNCT nanocomposites.
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Figure 1.3.5: Extensional loss modulus of nylon 6,6/ MWCNT nanocomposites
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Figures 1.3.6 and 1.3.7 show the variation of resonant frequencies and dynamic
modulus for nylon 6,6 nanocomposites with environmental aging. It is observed that all the
configurations showed a decrease in modulus with aging except for 20 wt. percent
nanocomposite for 45 days. Also for 90 days aging the modulus further decreased except the
5 wt. percent configurations which showed a slight increase in modulus. The loss factor and
loss modulus (Figures 1.3.8 and 1.3.9) both increased with aging. Tables 1.3.1, 1.3.2 and
1.3.3 list the extensional dynamic test results for unaged, 45 days aged and 90 days aged

MWCNT/nylon 6,6 nanocomposites respectively.

Table 1.3.2: Extensional dynamic properties of nylon 6,6 /MWCNT nanocomposites after 45
days of environmental aging.

Sample ID Resonant | Loss Extensional | Loss
frequency | factor dynamic modulus
(Hz) modulus (GPa)
(GPa)

NMOOADO1 955.30 3.33E-02 | 2.60 0.09
NMOOADO2 925.40 4.18E-02 | 245 0.10
NMO00CDO03 939.30 3.78E-02 | 2.51 0.09
0 % Average 940.00 3.76E-02 | 2.52 0.09
NMI12ADO01 931.70 7.23E-02 | 2.60 0.19
NM12ADO02 941.50 4.89E-02 | 2.64 0.13
NMI12ADO03 1007.00 297E-02 |[2.99 0.09
1.25 % Average | 960.07 S5.03E-02 | 2.74 0.14
NM25ADO01 1063.00 2.65E-02 | 3.26 0.09
NM25AD02 1008.00 3.14E-02 | 2.92 0.09
NM25CD03 981.10 4.17E-02 | 2.77 0.12
2.5% Average 1017.37 3.32E-02 | 2.98 0.10
NMS0ADO1 1099.00 2.94E-02 | 3.50 0.10
NMS0ADO02 1054.00 2.55E-02 | 3.22 0.08
NMS50CDO03 1092.00 2.587r-2 3.46 0.09
5.0% Average 1081.67 2.74E-02 | 3.39 0.09
NMI10ADO1 1094.00 2.96E-02 | 3.48 0.10
NMI10ADO2 1074.00 3.69E-02 | 3.36 0.12
NM10CDO03 1065.00 3.03E-02 | 3.3l 0.10
10 % Average 1077.67 3.23E-02 | 3.38 0.11

NM20JDO1 1208.00 2.17E-02 | 4.25 0.09
NM20JD02 1133.00 2.03E-02 |3.75 0.08
NM20JDO03 1172.00 2.80E-02 | 4.02 0.11

20 % Average 1171.00 2.33E-02 | 4.01 0.09
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Resonant frequency of Nylon 6,6 nanocomposites after
and before aging
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Figure 1.3.6: Extensional resonant frequency of nylon 6,6/MWCNT nanocomposites with
aging
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Figure 1.3.7: Extensional dynamic modulus of nylon 6,6/MWCNT nanocomposites with
aging
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Extensional loss factor of Nylon 6,6 nanocomposites
after and before aging
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Figure 1.3.8: Extensional loss factor of nylon 6,6/MWCNT nanocomposites with aging
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Figure 1.3.9: Extensional loss modulus of nylon 6,6/MWCNT nanocomposites with aging
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Table 1.3.3: Extensional dynamic properties of nylon 6,6 /MWCNT nanocomposites after 90
days of environmental aging.

Sample ID Resonant | Loss Extensional | Loss
frequency | factor dynamic modulus
(Hz) modulus (GPa)
(GPa)
NMOOADOI 883.60 5.57E-02 |2.18 0.12
NMO0OADO2 921.90 4.25E-02 |2.37 0.10
NMO0O0OCDO3 873.20 5.94E-02 |2.13 0.13
0% Average 892.90 5.25E-02 | 2.23 0.12
NM12ADO1 822.40 8.81E-02 1.97 0.17
NM12AD02 814.70 8.59E-02 1.93 0.17
NM12ADO03 841.30 8.55E-02 | 2.06 0.18
1.25 % Average | 826.13 8.65E-02 | 1.98 0.17
NM25ADO1 1053.00 3.17E-02 | 3.08 0.10
NM25AD02 1036.00 3.21E-02 | 3.04 0.10
NM25CD03 1017.00 3.85E-02 | 3.00 0.12
2.5% Average 1035.33 341E-02 | 3.04 0.10
NMS0ADO1 1027.00 5.29E-02 | 3.06 0.16
NMS0ADO2 1032.00 3.77E-02 | 3.10 0.12
NMS50CDO03 975.30 6.66E-02 | 2.79 0.19
5.0% Average 1011.43 5.24E-02 | 2.98 0.15
NMI10ADO1 1090.00 3.78E-02 | 3.46 0.13
NM10ADO02 985.40 6.86E-02 | 2.86 0.20
NM10CDO03 947.60 4.98E-02 |2.51 0.13
10% Average 1007.67 5.21E-02 |2.94 0.15
NM20JDO1 1171.00 3.33E-02 |4.01 0.13
NM20JD02 1161.00 3.80E-02 |3.92 0.15
NM20JD03 1069.00 6.01E-02 | 3.36 0.20
20% Average 1133.67 4.38E-02 | 3.76 0.16

For vinyl ester nanocomposites the resonant frequencies as well as the dynamic
extensional modulus increased with reinforcements of nanoclay and graphite platelets. The
shift is more for graphite platelets than for the nanoclay. This trend is the same as observed
before in flexural mode. The 2.5 wt. percent graphite reinforced composites dynamic
modulus increased by about 55% with just 2.5 wt. percent reinforcements. The results are
shown in Figures 1.3.10 and 1.3.11. The loss factor (damping) on the other hand remained
the same for 1.25 wt. percent reinforcements but dropped for 2.5 wt. percent reinforcements
as shown in Figures 1.3.12 and 1.3.13. The Table 1.3.4 lists all the extensional tests results

for vinyl ester nanocomposites.
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Resonant frequency of vinyl ester nanocomposites
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Figure 1.3.10: Resonant frequencies for vinyl ester nanocomposites extensional dynamic

tests.
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Figure 1.3.11: Extensional dynamic modulus for vinyl ester nanocomposites.
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Figure 1.3.12: Extensional loss factor for vinyl ester nanocomposites.
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Figure 1.3.13: Extensional loss modulus for vinyl ester nanocomposites.
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Table 1.3.4: Extensional dynamic properties of vinyl ester nanocomposites.

Extensional
Resonant 2 . Loss
Extensional | dynamic
Sample ID frequency loes Pk odul modulus
(Hz) oss factor modulus (GPa)
(GPa)

VCOOADOI 1008.00 2.80E-02 2.92 0.08
VCO0ADO2 965.40 3.23E-02 2.68 0.09
VCO0ADO3 964.60 3.75E-02 2.67 0.10
Pure Vinyl Ester 979.33 3.26E-02 2.76 0.09
VCI12ADO1 1024.00 3.56E-02 3.02 0.11
VCI12ADO02 1028.00 3.13E-02 3.04 0.10
VCI12ADO03 1055.00 3.23E-02 3.20 0.10
1.25% Nanoclay 1035.67 3.31E-02 3.09 0.10
VC25ADO01 1093.00 1.77E-02 3.44 0.06
VC25ADO02 1073.00 2.74E-02 3.31 0.09
VC25CDO03 1055.00 2.86E-02 3.20 0.09
2.5% Nanoclay 1073.67 2.46E-02 3.32 0.08
VG12ADO1 992.50 3.28E-02 2.83 0.09
VG12BD02 1098.00 2.56E-02 3.50 0.09
VG12ADO03 1117.00 2.36E-02 3.62 0.09
1.25% Graphite 1069.17 2.73E-02 3.31 0.09
VG25AD01 1204.00 1.59E-02 421 0.07
VG25AD02 1219.00 1.59E-02 431 0.07
VG25CDO03 1204.00 1.56E-02 421 0.07
2.5% Graphite 1209.00 1.58E-02 4.24 0.07

The three nanocomposites under study namely vinyl ester reinforced with nanoclay,
vinyl ester reinforced with graphite platelets and nylon 6,6 reinforced with MWCNT is
compared based on the experimental observations made. The vinyl ester with nanoclay
showed an increase in frequenices in extensional mode as shown in Figure 1.3.14. The 2.5
wt. percent graphite composites shows a prominent increase in resonant frequency in
extensional modes. The extensional modulus (Figure 1.3.15) follows the trend of flexural
modulus for all the configurations showing an increase with increasing reinforcements. The
loss factor and loss modulus (Figures 1.3.16 and 1.3.17) were highest for vinyl
ester/nanoclay composites. The vinyl ester with 2.5 wt. percent graphite platelets had the
highest dynamic extnesional modulus with a slight higher damping then 2.5 wt. percent
MWCNT/nylon 6,6 nanocompsite. It is to be noted that this is the lightest among all the 2.5

wt. percent nanocomposite configurations studied here.
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Figure 1.3.14: Comparison of resonant frequencies of nanocomposites.
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Figure 1.3.16: Comparison of extensional loss factor of nanocomposites.
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The extensional properties of Eco-Core foams are shown in Figures 1.3.18 - 1.3.21.
Among all the foams tested here OM19 has the most promising properties for dynamic
applications. It has the highest extensional dynamic modulus as well as the highest loss
factor. The loss modulus of this is prominently higher than the other foams studied here. The

numerical values are listed in Table 1.3.5.

Table 1.3.5: Extensional dynamic properties of Eco-Core foams.

Sample ID Resonant | Extensional | Extensional | Extensional
frequency | loss factor | dynamic loss
(Hz) modulus modulus
(GPa) (GPa)
OM11DO1 992.60 7.19E-03 2.78 0.020
OMI11D02 975.90 8.50E-03 2.68 0.023
OMI11 Average | 984.25 7.85E-03 2.73 0.021
OM12D01 973.80 5.59E-03 2.67 0.015
OM12D02 994.10 5.72E-03 2.79 0.016
OM12 Average | 983.95 5.65E-03 2.73 0.015
OM16DO01 973.90 5.62E-03 2.65 0.015
OM16D02 984.40 6.13E-03 2.71 0.017
OM16 Average | 979.15 5.87E-03 2.68 0.016
OM18DO01 967.90 6.60E-03 2.63 0.017
OM18D02 977.10 7.88E-03 2.68 0.021
OM18 Average | 972.50 7.24E-03 2.66 0.019
OMI19DO01 1098.00 2.50E-02 3.39 0.085
OM19D02 1078.00 1.82E-02 3.27 0.059
OM19 Average | 1088.00 2.16E-02 3.33 0.072
OM21D01 1037.00 6.08E-03 3.01 0.018
OM21D02 1016.00 1.45E-02 2.89 0.042
OM21 Avergae | 1026.50 1.03E-02 2.95 0.030
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Figure 1.3.18: Resonant frequencies of Eco-Core foams.
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Figure 1.3.19: Extensional dynamic modulus of Eco-Core foams.
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Figure 1.3.20: Extensional loss factor of Eco-Core foams.
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Figure 1.3.21: Extensional loss modulus of Eco-Core foams.
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2.0 IMPACT AND ENERGY ABSORPTION

2.1 Specimen Preparation

Specimens for impact testing were prepared in accordance to Section 7 of ASTM D-

6110-06: “Standard Test Method for Determining the Charpy Impact Resistance of Notched

Specimens of Plastics™ [2.1]. Sample dimensions for Charpy impact test specimen are shown

in Figure 2.1.1.

22V2° + Vo°

«— > —»]

— [T}

B
P C >
mm in.
A 10.16 + 0.05 1400 + 0.002
B 63.5 max 2.50 max
61.0 min 2.40 min
(& 127.0 max 5.00 max
124.5 min 4.90 min
D .25R + 0.05 .010R + 0.002
E 12.70 + 0.15 0.500 + 0.006
F 12.7 max 0.500 max
3.0 min 0.118 min

Figure 2.1.1: Dimensions of simple beam, Charpy type, impact test specimen (ASTM D 6110-06.)

Impact samples were milled to the dimensions of 127 x 9.525 x 12.7 mm (57 x 3/8" x

0.5”), as per ASTM D-6110-06 test requirements. It should be noted that the thickness of as

supplied plate was used as width (Dimension F, in Figure 2.1.1) in the tests and the milled

12.7 mm (0.5”") dimension (Dimension E) as thickness.

Some specimens were tested un-notched where as others were notched. The notch,

where applicable, was cut by special milling cutter with an angle of 45° and a depth of 2.54

mm (0.1”) from top of plate, maintaining a dimension of 10.16 + 0.05 mm (0.400™ + 0.002™)

for thickness under notch (Dimension A). The specimen notch serves to concentrate the

stress and facilitate fracture initiation at the same location, thus reducing data scatter.
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All the dimensions except that of notch were taken using digital vernier caliper with
least count of 0.01 mm (0.0005”). Notch dimensions of random specimens were verified on
comparator for angle, depth & radius. In all other samples, notch depth was measured using
vernier caliper and a straight edge. Straight edge was kept on top of the surface and depth
was measured using inside jaws of vernier caliper with one jaw on straight edge and another

on end of notch.

2.2 Experimental Setup

Impact tests were performed in a drop-wt instrumented impact test system (Dynatup
Model 8250) and the test method used was comparable to that of ASTM D6110-06. The
difference being that a drop-wt system was used instead of pendulum machine recommended

in the standard. A specimen under impact is shown in Figure 2.2.1 and schematic diagram of

Impact Tup

I

|

|

Drop Height Il

l I Specimen
/ I A 7
i P ey Support
Figure 2.2.1: Sample mounted in Dynatup 8250 impact Figure 2.2.2: Schematic of the drop wt impact test

test system

In this test, the 127 mm (5”) long specimens were impacted with a steel charpy tup

from a suitable drop height. Specimen of dimensions as specified earlier was kept on a steel

notch (wherever applicable) facing down, simulating a simply supported beam configuration.
It was ensured that the steel tup hits the specimen at the middle both lengthwise as well as

widthwise by providing appropriate fixtures.
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Impact tests were also performed on nylon 6,6 specimen after freeze-thaw cycling,
from 10°F to 50°F at 6 cycles per day according to ASTM standard C666-97 Procedure-A
(freezing in water and thawing in water), titled as “Standard Test Method for Resistance of
Concrete to Rapid Freezing and Thawing”, after 45 days and 90 days in order to check the
effect of the environmental aging on the material.

This test method requires the specimen to break completely in a single impact of
machine. Impact values cannot be compared for any two materials that experience different
types of failure. Therefore, machine needs to be calibrated so as to ensure that all composites
under study fracture by using same load cell, drop height, load range etc. For this purpose,
certain trials were done to finalize the load, drop height, width and thickness of specimen,

filters, notching etc. prior to standardizing the final test.

2.3 Machine Preparation for trial runs
As the material under testing is new and there are no previous records of the impact

testing of the material, we cannot estimate the breaking energy. It is to be noted that there
should not be more than 15% of energy loss of its capacity, as per ASTM D 6110-06. Energy
can be calculated by the formula

E=m.g.h
where m = drop mass (mass of wt, crosshead & tup)

g = force due to gravity

h = drop height

Instron machine software is used for data acquisition which is activated when a flag is
passed through sensors. Flag for data acquisition is set at 6 mm from top of the notch of flag
when tup is at a height, where it just touches the specimen as was prescribed by the

manufacturer of the machine as shown in Figure 2.3.1.

50



Block

Drop Wt

E:JL
Slides of / \r\ Flag
machine
Tup

Specimen |

Figure 2.3.1: Schematic of flag setting in drop wt impact testing machine

Velocity test is done before running the experiment in order to cross-check the
theoretical calculation with that of actual result. A similar theoretical and actual value in
velocity test confirms that the flag setting is correct. Theoretical velocity is calculated by
equation

V=y2-g-h
where, g = acceleration due to gravity (m/s?)

h = height of tup from top of specimen (m)

2.4 Standardization of test method

After several trial runs, the cross head wt is set at 2.364 Kg (5.2 Ibs) providing a total
drop wt of 3.318 Kg (7.3 Ibs). It is to be noted that a higher wt of 4.995 Kg (10.99 Ibs)
providing a total drop wt of 5.95 Kg (13.09 lbs) is used for impacting the un-notched
specimen after accelerated aging of 45 days and notched specimen of nylon 6,6 with 1.25 wt
percent reinforced MWCNT after 90 days of aging. Load range used for tests is standardized
to 4.448 kN (1000 Ibs.). Filter is set at 4 KHz and time for data collection was set to 20 mS.
The drop height is standardized to 177.8 mm (7”) for all matrices except for un-notched
specimen of Nylon 6,6 with 1.25% wt reinforced MWCNT after 90 days of accelerated aging
for which drop height is set at 355.6 mm (14”). It is to be noted that both notched & un-

notched specimens were tested in case of all matrices.
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2.5 Impact Test Results

2.5.1 Nylon 6,6 and reinforced nanocomposites

Test results & data for impact experiments on nylon 6,6 and their nanoreinforced
composites are shown in Figure 2.5.1.1 to 2.5.1.10 & Table 2.5.1.1 to 2.5.1.10. Graphs below
show the trend for two specimens only. It is to be noted that total energy* computed is the
energy at a point where load becomes zero after registering maximum load as calculated by

the Instron machine software used for data acquisition.

1000.00 Load-1 0ON Deflection-1 -1.0615 mm Energy-1 0.0000J
2.00
800.00
~ 60000 5
5 =
3 5
§ 1.00 v
= =t
400.00 w
200.00
0.00 FANP.N A s o -
0.00 1.00 200 3.00 4.00 5.00 600 7.00 8.00 9.00 10.00

Deflection-1 (mm)

Figure 2.5.1.1: Load & Energy vs Deflection graph for un-notched pure nylon 6,6 specimens

Table 2.5.1.1: Impact characteristics of un-notched pure nylon 6,6 specimens

NTT

Energy | energy Total MLE Impact | Impact
Specimen | Maximum total g
D load (N) tomax | tomax | energy* energy* | €Mersy velocity
load (J) | load O | Gy | @ | @
(J/mm) —
NMOOAIOI T712.6 1.1362 0.0904 1.2507 0.0995 | 5.8454 | 1.8771
NMO0OAIO2 707.5 1.0007 0.079 1.103 0.087 5.7715 | 1.8652
NMOOAIO3 943.1 1.72 0.1357 1.8669 0.1473 | 5.7876 | 1.8678

NMOOAIO4 829.9 1.3872 0.1092 1.502 0.1183 | 5.8338 | 1.8752

NMOOAIOS 961.9 1.9123 0.1506 2.0431 0.1609 | 5.7366 | 1.8595

Average 843.0 1.4313 0.113 1.5531 0.1226 5.795 1.869

Median 829.9 1.3872 | 0.1092 1.502 0.1183 | 5.7876 | 1.8678
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Figure 2.5.1.2: Load & Energy vs Deflection graph for un-notched 1.25 wt percent
MWCNT reinforced nylon 6,6 specimens

Table 2.5.1.2: Impact characteristics of un-notched 1.25 wt percent MWCNT reinforced
nylon 6,6 specimens

NTT NTT
Specimen | Maximum Energy energy Total* fotal Impact Impa.ct
D load (N) to max to max energy energy* energy velocity
load (J) load )] (i) @ (m/s)
(J/mm) -
NM12CI01 634.5 0.5977 0.0477 0.7917 0.0632 5.983 1.8991
NM12CI02 626.7 0.5902 0.0469 0.8144 0.0647 5.9748 1.8977
NM12CI03 890.3 1.4022 0.1114 1.5499 0.1231 5.9072 1.887
NM12CI104 699.5 0.8366 0.0665 0.9272 0.0737 5.9942 1.9008
Average 712.8 0.8567 0.0681 1.0208 0.0812 5.9648 1.8962
Median 667.0 0.7171 0.0571 0.8708 0.0692 5.9789 1.8984

Note: Data for one sample discarded as it was believed to be a stray case.
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Figure 2.5.1.3: Load & Energy vs Deflection graph for un-notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens

Table 2.5.1.3: Impact characteristics of un-notched 2.5 wt percent MWCNT reinforced
nylon 6,6 specimens

NTT NTT

Specimen | Maximum Energy | energy Total* total Impact Impa.ct
D load (N) to max to max | energy energy* energy | velocity

load (J) load )] 3/ @ (m/s)

(J/mm) i

NM25AI101 937.9 1.5692 0.1241 1.6877 0.1334 5.7214 1.8571

NM25A102 813.2 1.076 0.0855 1.3261 0.1054 5.7455 1.861
NM25A103 627.7 0.6142 0.0483 0.8125 0.0638 5.8595 1.8793
NM25A104 741.8 0.8568 0.0676 1.0713 0.0845 5.7883 1.8679
NM25AI05 968.8 1.4735 0.1163 1.5843 0.125 5.8503 1.8779
Average 817.9 1.1179 0.0883 1.2964 0.1024 5.793 1.8686
Median 813.2 1.076 0.0855 1.3261 0.1054 5.7883 1.8679
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Figure 2.5.1.4: Load & Energy vs Deflection graph for un-notched 5 wt percent MWCNT
reinforced nylon 6,6 specimens
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Table 2.5.1.4: Impact characteristics of un-notched 5 wt percent MWCNT reinforced nylon

6,6 specimens

NEIL NTT
Spectmen | Maxtmim Energy | energy Total total Impact Impa.ct
D load (N) to max to max | energy* energy* | €METBY velocity
load (J) | load ) o ) (m/s)
(J/mm) )

NMS0AIOI 542.8 0.4579 0.0363 0.5392 0.0428 5.8659 1.8804

NMS5S0AIO2 748.8 0.8759 0.0695 0.9922 0.0787 5.8635 1.88
NMS0AIO3 749.6 0.8485 0.0675 1.0122 0.0805 5.8409 1.8764
NMS50AI04 771 0.9754 0.0776 1.1771 0.0936 5.7806 1.8667
NMSO0AIOS 627.4 0.5749 0.0457 0.6649 0.0528 3.7855 1.8674
Average 687.9 0.7465 0.0593 0.8771 0.0697 5.8273 1.8742
Median 748.8 0.8485 0.0675 0.9922 0.0787 5.8409 1.8764
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Figure 2.5.1.5: Load & Energy vs Deflection graph for un-notched 10 wt percent MWCNT
reinforced nylon 6,6 specimens

Table 2.5.1.5: Impact characteristics of un-notched 10 wt percent MWCNT reinforced nylon
6,6 specimens

NTT NTT
Specimen | Maximum Energy | energy Total ¢otil Impact Impa.ct
D load (N) to max to max | energy* R energy velocity
load (J) | load @) a /mgnyl) @ (m/s)
(J/mm)

NMI10AIOI 944.8 1.4517 0.1156 1.5965 0.1271 5.8094 1.8713
NM10AIO2 778.7 0.9883 0.0782 1.0955 0.0867 5.7812 1.8667
NMI10AIO3 882.5 1.3035 0.1032 1.4186 0.1123 5.7987 1.8696
NMI10AIO4 950.4 1.3721 0.1088 1.4874 0.1179 5.8402 1.8762
NMI10AIOS 956.7 1.4348 0.1142 1.5664 0.1247 5.7943 1.8689
Average 902.6 1.3101 0.104 1.4329 0.1137 5.8048 1.8705
Median 944.8 1.3721 0.1088 1.4874 0.1179 5.7987 1.8696
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Figure 2.5.1.6: Load & Energy vs Deflection graph for notched pure nylon 6,6 specimens

Table 2.5.1.6: Impact characteristics of notched pure nylon 6,6 specimens

NTT NTT
Specimen | Maximum Energy | energy Total* total Impact Impa.ct
D load (N) to max to max energy energy* energy velocity
load (J) load ) a/ J) (m/s)
(J/mm) —

NMOOAIO6 393.7 0.3259 0.0321 0.468 0.0461 5.8291 1.8745
NMOOAIO7 430.5 0.4295 0.0422 0.4895 0.0481 5.799 1.8696
NMOOAIO8 437.6 0.3399 0.0336 0.4875 0.0482 5.757 1.8628
NMOOAIO9 441.3 0.4378 0.0428 0.4967 0.0485 5.7846 1.8673
NMOOAI10 411.8 0.3347 0.0332 0.4515 0.0448 5.7874 1.8677
Average 423.0 0.3736 0.0368 0.4786 0.0471 5.7914 1.8684
Median 430.5 0.3399 0.0336 0.4875 0.0481 5.7874 1.8677
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Graph 2.5.1.7: Load & Energy vs Deflection graph for notched 1.25 wt percent MWCNT
reinforced nylon 6,6 specimens

Table 2.5.1.7: Impact characteristics of notched 1.25 wt percent MWCNT reinforced nylon
6,6 specimens

NTT NTT
Specimen | Maximum Energy | energy Total* total Impact Impa.ct
D load (N) to max to max | energy energy* energy velocity
load (J) load @ @ (m/s)
(J/mm) diom)

NM12CI06 514.7 0.5309 0.0515 0.5937 0.0576 5.9728 1.8974

NM12CI07 491 0.3692 0.0367 0.4771 0.0474 5.9595 1.8953

NM12CI08 383.7 0.2208 0.0219 0.3274 0.0324 5.9932 1.9007

NM12CI09 381.7 0.3087 0.0312 0.3623 0.0366 5.9382 1.8919

NM12CI10 376.2 0.2289 0.023 0.2983 0.0299 5.9525 1.8942

Average 429.5 0.3317 0.0328 0.4118 0.0408 5.9632 1.8959

Median 383.7 0.3087 0.0312 0.3623 0.0366 59595 1.8953
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Figure 2.5.1.8: Load & Energy vs Deflection graph for notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens

7.00 8.00

9.00

0.00
10.00

Table 2.5.1.8: Impact characteristics of notched 2.5 wt percent MWCNT reinforced nylon

6,6 specimens

NTT NTT

Specimen | Maximum Energy | energy Total vioted Impact Impa_ct
ID load (N) to max to max | energy* éncran® energy velocity

load (J) load @ 3/ = @ (m/s)

(J/mm) (J/mm)

NM25A106 349.2 0.0978 0.0096 0.2018 0.0199 5.7911 1.8693
NM25A107 380.4 0.2233 0.0222 0.3116 0.031 5.8457 1.8771
NM25AI08 430.2 0.3159 0.0311 0.3783 0.0373 5.8429 1.8767

NM25A109 393.3 0.2164 0.0217 0.3064 0.0307 5.8259 1.874
NM25AI10 365.7 0.2076 0.0205 0.2908 0.0287 5.8258 1.8739
Average 383.7 0.2122 0.021 0.2978 0.0295 5.8275 1.8742

Median 380.4 0.2164 0.0217 0.3064 0.0307 5.8259 1.874

59




Load-1 1.8N

1000.00

Deflection-1 -1.3966 mm

Energy-1 0.0000 J

800.00

600.00

Load-1 (N)

400.00

200.00

000+

0.00

2.00

1.00

1.00

3.00

4.00 S.00

6.00

Deflection-1 (mm)

+*0.00

9.00 10.00

Energy-1 (J)

Figure 2.5.1.9: Load & Energy vs Deflection graph for notched 5 wt percent MWCNT
reinforced nylon 6,6 specimens

Table 2.5.1.9: Impact characteristics of notched 5 wt percent MWCNT reinforced nylon 6,6

specimens
Energy ellje’el;':y Total ~LL Impact | Impact
Specimen | Maximum % total losi

D load (N) to max to max | energy energy* energy velocity

load (J) load @) Thu) J (m/s)

(J/mm) o

NMS0AI06 336.3 0.0982 0.0096 0.174 0.0171 5.856 1.8788

NMS0AIO7 347.3 0.1029 0.0101 0.1644 0.0161 5.8446 1.877
NMS0AIOS 328.9 0.0996 0.0099 0.1612 0.0161 5.8004 1.8698
NMS50AI09 351 0.1003 0.0097 0.1781 0.0173 5.7895 1.8681
NMS50AI10 193 0.026 0.0026 0.0551 0.0054 5.8009 1.8699
Average 313 0.0854 0.0084 0.1466 0.0144 5.8183 1.8727
Median 336.3 0.0996 0.0097 0.1644 0.0161 5.8009 1.8699
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Figure 2.5.1.10: Load & Energy vs Deflection graph for notched 10 wt percent
MWCNT reinforced nylon 6,6 specimens
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Table 2.5.1.10: Impact characteristics of notched 10 wt percent MWCNT reinforced nylon
6,6 specimens

NTT NTT

Specimen | Maximum Energy energy Total* total Impact Inl1pa.ct
ID load (N) to max to max energy energy* energy velocity

load (J) load ) (J/mm) @ (m/s)

(J/mm)

NM10AIO6 345.3 0.1029 0.0101 0.1686 0.0165 5.8405 1.8763

NM10AIO7 249.9 0.1018 0.0102 0.197 0.0197 5.8325 1.875
NMI10AIO8 3343 0.1028 0.0103 0.2131 0.0213 5.8786 1.8824
NM10AI09 387.7 0.222 0.0214 0.2947 0.0284 5.8255 1.8739
NMI0AI10 345.1 0.1023 0.0102 0.1658 0.0166 5.8589 1.8792
Average 3325 0.1264 0.0124 0.2078 0.0205 5.8472 1.8774
Median 345.2 0.1028 0.0102 0.197 0.0197 5.8405 1.8763

61




2.5.1a Summary of Results

Figure 2.5.1.11 to 2.5.1.15 show the summarized output for Nylon 6,6 and their nano
reinforced composite. It is to be noted that 5 notched and 5 un-notched specimens from each
category are tested to obtain a statistically significant data while data of 1 un-notched

specimen from 1.25 wt percent reinforced composite is discarded.
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Figure 2.5.1.11: Maximum load comparison for notched & un-notched pure
nylon 6,6 and MWCNT reinforced composites.
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Figure 2.5.1.12: Energy to maximum load comparison for notched & un-
notched pure nylon 6,6 and MWCNT reinforced composites.
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Figure 2.5.1.13: NTT energy to maximum load comparison for notched & un-notched
pure nylon 6,6 and MWCNT reinforced composites.
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Figure 2.5.1.14: Total energy comparison for notched & un-notched pure nylon 6,6 and
MWCNT reinforced composites.
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Figure 2.5.1.15: NTT total energy comparison for notched & un-notched pure
nylon 6,6 and MWCNT reinforced composites.

2.5.1b Conclusion

It is observed that for notched nylon 6,6 samples load and energy absorption
decreases with increase in MWCNT reinforcement. However due to broad scatter band,
especially in un-notched sample, no firm conclusion can be presented.

The fractured surface of un-notched sample is observed to be non-uniform while for
notched sample, in most cases it was smooth. Analysis of fractured surface using atomic
force microscopy (AFM) is in process to determine the effect of presence of MWCNT’s in

fractured layer, if any.
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2.5.2 Notched nylon 6,6 and reinforced nanocomposite after 45 days and 90 days of

accelerated aging

Test results and data for impact experiments on notched nylon 6,6 and nanoreinforced

composites after 45 days and 90 days of accelerated aging (freeze-thaw cycling as per ASTM
C666-97) are shown in Figure 2.5.2.1 to 2.5.2.10 & Table 2.5.2.1 to 2.5.2.10. Graphs below

show the trend for two specimens only. It is to be noted that energy* computed is the energy

at a point where load becomes zero after registering maximum load as calculated by the

Instron machine software. It is also to be noted that drop wt was increased for 1.25 wt

percent reinforced sample for 90 days aged sample in order to obtain the complete fracture.
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Figure 2.5.2.1: Load & Energy vs Detlection graph for notched pure nylon 6,6 specimens atter 45
days of accelerated environmental aging.
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Table 2.5.2.1: Impact characteristics of notched pure nylon 6,6 specimens after 45 days of
accelerated environmental aging.

NTT NTT
Specmen | Manimum| (07 |energyio | g, | bl | GO | LGy
oad @ | "o | D | gy | @ (mJs)
NMOOAI16 T15.2 1.8513 0.1827 1.9543 0.1928 5.769 1.8648
NMOOAI17 713 29145 0.2799 3.0083 0.2889 5.738 1.8598
NMOOAI18 730 2.1014 0.2058 2.1999 0.2154 5.8101 1.8714
NMOOAI19 726.7 2.4984 0.2478 2.5874 0.2566 5. 7712 1.8651
NMOOAI20 694.6 2.3056 0.2298 2.3983 0.239 5.8306 1.8747
Average 7159 2.3343 0.2292 2.4296 0.2386 5.7838 1.8672
Median 715.2 2.3056 0.2298 2.3983 0.239 5.7712 1.8651

65




Load-1 9.2N

Deflection-1 -0.9615 mm

Energy-1 0.0000J _

1000.00

§00.00

3.00

2.00

o 60000 =)
= 400.00 ::j
1.00
20000 J
0.00 £ o — —— o= 000
0.00 1.00 200 3.00 400 5.00 6.00 7.00 8.00 9.00 10.00
Deflection-1 (mm)
Figure 2.5.2.2: Load & Energy vs Deflection graph for notched 1.25 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.
Table 2.5.2.2: Impact characteristics of notched 1.25 wt percent MWCNT reinforced nylon 6,6
specimens after 45 days of accelerated environmental aging.
: : Energy LT Total LY Impact Impact
Specimen | Maximum energy to total s
to max energy* energy velocity
ID load (N) losd ) max load ) energy* ¥ G
(J/mm) (J/mm)
NMI2AI16 413.3 0.5862 0.0563 0.6496 0.0624 59259 1.89
NMI12AI17 792 2.8288 0.27 29232 0.279 5.965 1.8962
NM12AI18 668.9 1.7185 0.1675 1.8224 0.1776 5.9989 1.9016
NM12AI19 428.2 0.6257 0.061 0.6912 0.0674 5.948 1.8935
NMI12AI120 6135 1.6634 0.1601 1.7642 0.1698 5.9507 1.8939
Average 583.2 1.4845 0.143 1.5701 0.1512 5.9577 1.895
Median 613.5 1.6634 0.1601 1.7642 0.1698 5.9507 1.8939
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Figure 2.5.2.3: Load & Energy vs Deflection graph for notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.
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Table 2.5.2.3: Impact characteristics of notched 2.5 wt percent MWCNT reinforced nylon
6,6 specimens after 45 days of accelerated environmental aging.

; 5 Energy to NLT Total | NTT total | Impact | Impact
Specimen | Maximum energy to ;
max load energy* | energy* energy | velocity
ID load (N) J) max load ) (J/mm) ) (mnls)
(J/mm)
NM25AI16 571.2 1.0738 0.107 1.157 0.1153 5.8419 1.8765
NM25AI17 528.5 0.9429 0.0926 1.0328 0.1014 5.8176 1.8726
NM25AI18 690.9 1.6081 0.1579 1.709 0.1678 5.8074 1.871
NM25AI19 665.8 1.4501 0.1424 1.5433 0.1515 5.7848 1.8673
NM25AI120 726.3 1.8916 0.1912 1.9859 0.2007 5.824 1.8736
Average 636.5 1.3933 0.1382 1.4856 0.1474 5.8152 1.8722
Median 665.8 1.4501 0.1424 1.5433 0.1515 5.8176 1.8726
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Figure 2.5.2.4: Load & Energy vs Deflection graph for notched 5 wt percent MWCNT reinforced
nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.2.4: Impact characteristics of notched 5 wt percent MWCNT reinforced nylon 6,6
specimens after 45 days of accelerated environmental aging.

NTT NTT

Specimen | Maximum Energy energy to Total* total Impact Impa.ct
ID load (N) lto dmax max load | “"¢"8Y" | energy* | “"r8Y "e::/c'ty
oad (J) (T @) ST )] (m/s)

NMS50AI16 200.9 0.1399 0.0142 0.171 0.0174 | 5.8418 | 1.8765
NMS50AI17 391.2 0.4387 0.0428 0.4925 0.0481 5.8268 | 1.8741
NMS50AI18 462.9 0.6126 0.0607 0.6786 0.0673 | 5.8439 | 1.8768
NMS50AI19 348.6 0.2103 0.0207 0.3019 0.0298 | 5.8209 | 1.8731
NMS0AI20 326.8 0.0977 0.0095 0.1889 0.0183 5.83 1.8746

Average 346.1 0.2998 0.0296 0.3666 0.0362 | 5.8327 1.875

Median 348.6 0.2103 0.0207 0.3019 0.0298 5.83 1.8746
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Figure 2.5.2.5: Load & Energy vs Deflection graph for notched 10 wt percent MWCNT

reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.2.5: Impact characteristics of notched 10 wt percent MWCNT reinforced nylon 6,6
specimens after 45 days of accelerated environmental aging.

NTT NTT
Specimen | Maximum Enerey in energy to Toul total Twipick | Jmp a.ct
max load energy* energy | velocity
ID load (N) ) max load ) energy* J) -y
(J/mm) (J/mm)
NMI10AIl6 490.9 0.657 0.0642 0.7218 0.0705 | 5.8359 | 1.8756
NMI0AI17 549.9 0.9239 0.0913 0.9957 0.0984 5.803 1.8703
NMI10AI18 413.1 0.4689 0.0469 0.5205 0.052 5.7952 1.869
NM10AI19 575.7 0.7589 0.0758 0.9291 0.0928 | 5.7979 | 1.8694
NM10AI20 476.3 0.5319 0.0524 0.6047 0.0596 | 5.7932 | 1.8687
Average 501.2 0.6681 0.0661 0.7544 0.0747 5.805 1.8706
Median 490.9 0.657 0.0642 0.7218 0.0705 | 5.7979 | 1.869%4
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Figure 2.5.2.6: Load & Energy vs Deflection graph for pure notched nylon 6,6 specimens
after 90 days of accelerated environmental aging.

Table 2.5.2.6: Impact characteristics of pure notched nylon 6,6 specimens after 90 days of
accelerated environmental aging.

NTT NTT

Specimen | Maximum Friegy o energy to Total* total TREee Impa.ct
D load (N) max load max load | €M€ray energy® energy | velocity

@ ()] @ (m/s)

(J/mm) (J/mm)

NMOOAI26 319.8 0.1952 0.0189 0.2794 0.027 59818 | 1.8989
NMOOAI27 603.1 1.2313 0.1207 1.3213 0.1296 5.9557 | 1.8947
NMOOAI28 A58.5 0.3462 0.034 0.4294 0.0422 59742 | 1.8976

NMO0OAI29 496.2 0.6981 0.0679 0.9014 0.0877 5.9638 1.896
NMOOAI30 549.7 0.9572 0.0919 1.0359 0.0995 5.9271 1.8902
Average 465.5 0.6856 0.0667 0.7935 0.0772 5.9605 | 1.8955
Median 496.2 0.6981 0.0679 0.9014 0.0877 5.9638 1.896
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Figure 2.5.2.7: Load & Energy vs Deflection graph for notched 1.25 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.2.7: Impact characteristics of notched 1.25 wt percent MWCNT reinforced nylon

6,6 specimens after 90 days of accelerated environmental aging.

. ; Energy to NET Total NI Impact | Impact
Specimen | Maximum energy to total "
max load energy* energy | velocity
ID load (N) J) max load J) energy* ) (mis)
(J/mm) (J/mm)
NM12CI127 503.5 2.0062 0.1908 2.1339 | 0.2029 | 10.7653 | 1.9043
NM12CI28 520.3 2.3894 0.2294 24717 | 0.2373 | 10.6119 | 1.8906
NM12CI30 417.7 1.2083 0.1149 1.2952 ||4.1232 10.659 1.8948
Average 480.5 1.868 0.1784 1.9669 | 0.1878 | 10.6787 | 1.8966
Median 503.5 2.0062 0.1908 2.1339 | 0.2029 | 10.659 | 1.8948

Note: It is to be noted that load and drop height was increased to facilitate the failure of the
specimen. One sample was damaged in the process and data for another sample was

discarded because it was believed to be a stray case.
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Figure 2.5.2.8: Load & Energy vs Deflection graph for notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.
Table 2.5.2.8: Impact characteristics of notched 2.5 wt percent MWCNT reinforced nylon
6,6 specimens after 90 days of accelerated environmental aging.
NTT NTT
Specimen | Maximum Bk e energy to Total total Impt Impa.ct
max load energy* energy | velocity
ID load (N) J) max load ) energy* ) (mis)
(J/mm) (J/mm)

NM25AI126 275.6 0.0994 0.0096 0.1503 0.0145 | 6.0251 | 1.9057
NM25AI127 329.3 0.1031 0.0099 0.1581 0.0152 | 59779 | 1.8982
NM25AI128 264.3 0.0902 0.0087 0.1996 0.0192 | 5.9696 | 1.8969
NM25AI129 568.1 0.7637 0.0749 0.8847 0.0868 | 6.0174 | 1.9045
NM25AI130 310.6 0.1048 0.0101 0.1576 0.0151 | 5.9769 | 1.8981
Average 349.6 0.2323 0.0226 0.3101 0.0302 | 5.9934 | 1.9007
Median 310.6 0.1031 0.0099 0.1581 0.0152 | 5.9779 | 1.8982
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Figure 2.5.2.9: Load & Energy vs Deflection graph for notched 5 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.2.9: Impact characteristics of notched 5 wt percent MWCNT reinforced nylon 6,6
specimens after 90 days of accelerated environmental aging.

NTT NTT

. ; Energy to Total Impact | Impact

Specimen | Maximum energy to total :
max load energy* energy | velocity

ID load (N) J) max load a energy* ) s

(J/mm) (J/mm)

NMS50AI26 200.2 0.0839 0.0081 0.1379 0.0133 | 5.9802 | 1.8986
NMS0AI27 290 0.0933 0.009 0.2039 0.0196 | 6.009 | 1.9032
NMS50AI28 229.8 0.0873 0.0084 0.1375 0.0133 | 5.9673 | 1.8966
NMS50AI29 314.1 0.2246 0.022 0.2925 0.0287 | 6.0037 | 1.9023
NMS50AI30 251.6 0.0928 0.0089 0.1632 0.0157 | 5.9804 | 1.8986
Average 257.2 0.1164 0.0113 0.187 0.0181 | 5.9881 | 1.8999
Median 251.6 0.0928 0.0089 0.1632 0.0157 | 5.9804 | 1.8986
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Figure 2.5.2.10: Load & Energy vs Deflection graph for notched 10 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.2.10: Impact characteristics of notched 10 wt percent MWCNT reinforced nylon
6,6 specimens after 90 days of accelerated environmental aging.

Energy to WEL Total SNLL Impact | Impact
Specimen | Maximum gy energy to total P pa

max load energy* energy | velocity

ID load (N) ) max load J) energy*® J) Enls)

(J/mm) (J/mm)

NMI10AI26 492.2 0.5201 0.0499 0.7199 0.0691 | 5.9696 | 1.8969
NMI10AI27 444.7 0.4914 0.0481 0.6834 0.0669 | 5.9878 | 1.8998
NMI10AI28 619 1.1468 0.1101 1.2476 0.1198 | 59465 | 1.8932
NMI0AI29 472.3 0.4976 0.0475 0.5796 0.0553 | 5.9419 | 1.8925
NMI10AI30 506.9 0.6937 0.0665 0.768 0.0737 | 6.0055 | 1.9026

Average 507.0 0.6699 0.0644 0.7997 0.077 | 5.9703 1.897
Median 492.2 0.5201 0.0499 0.7199 0.0691 | 5.9696 | 1.8969
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2.5.2a Summary of Results

Figure 2.5.2.11 to 2.5.2.15 show the summarized output for effects of environmental
aging on notched nylon 6,6 and their matrices with nano reinforced composite. It is to be
noted that 5 notched specimens were tested for accelerated aging of 45 days and 90 days
while data of 2 specimens from 90 days aging test from 1.25 wt percent reinforced composite

is discarded.
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Figure 2.5.2.11: Maximum load comparison for notched nylon 6,6 and
MWCNT reinforced composites with effects of aging.
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Figure 2.5.2.12: Energy to maximum load comparison for notched nylon 6,6
and MWCNT reinforced composites with effects of aging.
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Figure 2.5.2.13: NTT energy to maximum load comparison for notched nylon 6,6 and
MWCNT reinforced composites with effects of aging.
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Figure 2.5.2.14: Total energy comparison for notched nylon 6,6 and MWCNT
reinforced composites with effects of aging.
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Figure 2.5.2.15: NTT total energy comparison for notched nylon 6,6 and
MWCNT reinforced composites with effects of aging.
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2.5.2b Conclusion

It is evident from the graphs that maximum load and energy absorption have
increased significantly after 45 days of environmental aging for all nanocomposites.
However, after 90 days of accelerated aging the maximum load decreased, closer to that of
unaged specimens except for 10 wt percent nanocomposite.

Energy absorption increased after 45 days of accelerated aging and then decreased
after 90 days of accelerated aging in all nanocomposites except 1.25 wt percent and 10 wt

percent nanocomposites. Due to broad scatter band, no firm conclusion can be drawn.
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2.5.3 Un-notched Nylon 6,6 and reinforced nanocomposite after 45 days and 90 days of
accelerated aging

Test results and data for impact experiments on un-notched Nylon 6,6 and
nanoreinforced composites after 45 days and 90 days of accelerated aging are shown in
Figure 2.5.3.1 to 2.5.3.10 & Table 2.5.3.1 to 2.5.3.10. Figures show the trend for two
specimens only. It is to be noted that energy* computed is the energy at a point where load
becomes zero after registering maximum load as calculated by the Instron machine software.

It is to be noted that drop wt was increased to 5.95 Kg (13.09 Ibs) for all 45 days aged
samples and 90 days aged sample of 1.25 wt percent reinforced composite in order to obtain
the complete fracture. Drop height was also increased to 355.6 mm (14”) in 90 days aged

sample of 1.25 wt percent reinforced composite.
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Figure 2.5.3.1: Load & Energy vs Deflection graph for un-notched pure nylon 6,6
specimens after 45 days of accelerated environmental aging.

Table 2.5.3.1: Impact characteristics of un-notched pure nylon 6,6 specimens after 45 days
of accelerated environmental aging.

. : Energy LY Total NET Impact | Impact
Specimen | Maximum energy to * total ¥
D load (N) to max max load energy energy* energy | velocity
load @) | "y L @D Gy | @ | )
NMOOAII1 686.1 1.3624 0.1068 1.4649 0.1149 10.734 1.9015

NMOOAII2 587.4 0.9762 0.0766 1.058 0.0831 | 10.6727 | 1.8961

NMOOAII3 595.4 0.7824 0.0622 0.8624 | 0.0685 | 10.6889 | 1.8975

NMOOAI14 582.2 0.8283 0.065 0.9234 | 0.0725 | 10.6774 | 1.8965

Average 612.8 0.9873 0.0777 1.0772 | 0.0847 | 10.6932 | 1.8979

Median 5914 0.9023 0.0708 0.9907 | 0.0778 | 10.6831 | 1.897

Note: Only 4 samples were tested due to one sample damaged during machine set-up.
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Figure 2.5.3.2: Load & Energy vs Deflection graph for un-notched 1.25 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.3.2: Impact characteristics of un-notched 1.25 wt percent MWCNT reinforced
nylon 6,6 specimens after 45 days of accelerated environmental aging.

" . Energy NET Total NTT Impact | Impact
Specimen | Maximum energy to total :
to max energy* energy | velocity
ID load (N) load (J) max load ) energy* J) Citifs
(J/mm) (J/mm)
NMI12AIll 495.7 0.7226 0.0564 0.7915 0.0618 | 5.9659 | 1.8963
NMI2AI12 543.5 0.9342 0.0736 1.0138 0.0798 | 59154 | 1.8883
NMI2AI13 619.2 1.0712 0.0837 1.1955 0.0934 | 59226 | 1.8894
NMI2AI114 629.9 1.1769 0.0919 1.2712 | 0.0993 | 5.8996 | 1.8858
Average 5721 0.9762 0.0764 1.068 0.0836 | 5.9259 1.89
Median 581.4 1.0027 0.0786 1.1047 | 0.0866 5919 1.8889

Note: Only 4 samples were tested due to one sample damaged during machine set-up.
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Figure 2.5.3.3: Load & Energy vs Deflection graph for un-notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.3.3: Impact characteristics of un-notched 2.5 wt percent MWCNT reinforced
nylon 6,6 specimens after 45 days of accelerated environmental aging.

Specimen | Maximum Eniergy enljl:g‘ to Lot I:)E tmpact Impa.ct
ID load (N) lt(:)a??;) max load em(e%y : energy* en(ef]r)gy v?::/csl)t 4
(J/mm) (J/mm)
NM25AIl11 392 0.443 0.0348 0.5012 | 0.0394 | 10.6048 | 1.89

NM25AI112 375.4 0.371 0.029 0.4488 | 0.0351 | 10.6964 | 1.8982
NM25AI13 429 0.3783 0.0297 0.4995 | 0.0392 | 10.6411 | 1.8932
NM25A114 621.3 0.9849 0.0778 1.0892 0.086 | 10.689 | 1.8975
NM25AI15 428.8 0.3915 0.0307 0.46 0.0361 | 10.6917 | 1.8977
Average 449.3 0.5137 0.0404 0.5998 | 0.0472 | 10.6646 | 1.8953
Median 428.8 0.3915 0.0307 0.4995 | 0.0392 | 10.689 | 1.8975
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Figure 2.5.3.4: Load & Energy vs Deflection graph for un-notched 5 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.3.4: Impact characteristics of un-notched 5 wt percent MWCNT reinforced nylon
6,6 specimens after 45 days of accelerated environmental aging.

NTT NTT
Speimen | Mo |k | 0T 0| eerge | 0| cnrgy | ety
oad ) | oy | O | Gy | @ | )
NM50AIT1 440.3 0.3656 0.0287 0.4908 | 0.0385 | 10.6137 | 1.8908
NMS50AI12 612.1 0.6132 0.0483 0.7882 | 0.0621 | 10.6962 | 1.8981
NMS50AI13 486.6 0.3901 0.0307 0.4814 | 0.0378 | 10.6783 | 1.8966
NM50AI14 349.7 0.2103 0.0165 0.3057 0.024 10.7461 | 1.9026
NM50AILS 441.7 0.3695 0.0289 0.5256 | 0.0412 | 10.6769 | 1.8964
Average 466.1 0.3897 0.0306 0.5183 | 0.0407 | 10.6822 | 1.8969
Median 441.7 0.3695 0.0289 0.4908 | 0.0385 | 10.6783 | 1.8966
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Figure 2.5.3.5: Load & Energy vs Deflection graph for un-notched 10 wt percent MWCNT
reinforced nylon 6,6 specimens after 45 days of accelerated environmental aging.

Table 2.5.3.5: Impact characteristics of un-notched 10 wt percent MWCNT reinforced nylon
6,6 specimens after 45 days of accelerated environmental aging.

NTT NTT
Specimen | Maximum | (U | energyto | g | el | S0 i
oad M | " | P | Grmay | @ | @)
NMI10AIll 692 0.7993 0.0628 1.0137 | 0.0797 | 10.6821 | 1.8969
NMI0AII2 808.5 1.1635 0.0915 1.3005 | 0.1023 | 10.7291 | 1.9011
NM10AI13 316.7 0.108 0.0085 0.2328 | 0.0183 | 10.6513 | 1.8942
NMI10AIl4 667.9 0.8906 0.0697 1.002 0.0784 | 10.6792 | 1.8966
NMI10AI15 626.6 0.8111 0.0638 0.9091 0.0715 | 10.6616 | 1.8951
Average 622.3 0.7545 0.0593 0.8916 0.07 10.6807 | 1.8968
Median 667.9 0.8111 0.0638 1.002 0.0784 | 10.6792 | 1.8966
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Figure 2.5.3.6: Load & Energy vs Deflection graph for un-notched pure nylon 6,6 specimens after 90
days of accelerated environmental aging.

Table 2.5.3.6: Impact characteristics of un-notched pure nylon 6,6 specimens after 90 days
of accelerated environmental aging.

NTT NTT

Specimen | Maximum Exergy to energy to Total* total Ak | Mg a.ct
D load (N) max load max load | €Meray energy* energy | velocity

@) ) (@) (m/s)

(J/mm) (J/mm)

NMOOAI21 769.6 1.7466 0.1372 1.8516 | 0.1455 5913 | 1.8879
NMO0OAI22 886.2 1.9243 0.1511 2.048 0.1608 | 5.8803 | 1.8827
NMOOAI23 911 2.3617 0.1854 2.4984 | 0.1961 | 5.9476 | 1.8934
NMOOAI24 661.6 1.2108 0.0952 1.3088 0.103 5.9917 | 1.9004
Average 807.1 1.8108 0.1422 1.9267 | 0.1513 | 5.9332 | 1.8911
Median 827.9 1.8354 0.1442 1.9498 | 0.1531 | 5.9303 | 1.8907

Note: Only 4 samples were tested due to one sample damaged during machine set-up.
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Figure 2.5.3.7: Load & Energy vs Deflection graph for un-notched 1.25 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.3.7: Impact characteristics of un-notched 1.25 wt percent MWCNT reinforced
nylon 6,6 specimens after 90 days of accelerated environmental aging.

NTT NTT
Specimen | Maximum Enargy to energy to Tofal total Apact Impa.ct
max load energy* energy | velocity
ID load (N) ) max load ) energy* ) (s}
(J/mm) (J/mm)

NM12CI22 633.4 29723 0.2299 3.0973 | 0.2396 |21.2477 | 2.6753
NM12CI23 425.3 0.7243 0.0559 1.0497 0.081 |21.1675| 2.6702
Average 529.3 1.8483 0.1429 2.0735 | 0.1603 | 21.2076 | 2.6728
Median 5293 1.8483 0.1429 2.0735 | 0.1603 | 21.2076 | 2.6728

Note: Data of only 2 samples is presented due to 1 sample damaged during machine set-up, 1
sample did not fractured and data of 1 sample was discarded because it is believed to be a
stray case.
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Figure 2.5.3.8: Load & Energy vs Deflection graph for un-notched 2.5 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.3.8: Impact characteristics of un-notched 2.5 wt percent MWCNT reinforced
nylon 6,6 specimens after 90 days of accelerated environmental aging.

NTT NTT
" . Energy to Total Impact | Impact
Specimen | Maximum energy to total :

max load energy* energy | velocity

ID load (N) ) max load ) energy* ) fins)

(J/mm) (J/mm)

NM25AI121 607.9 0.7972 0.0626 09143 | 0.0718 | 5.9511 1.894
NM25AI122 775.1 1.4479 0.1137 1.5559 | 0.1221 | 5.9897 | 1.9001
NM25A123 688.8 0.8505 0.0668 1.035 0.0813 | 5.9553 | 1.8947
NM25AI124 567.8 0.5253 0.0413 0.7359 | 0.0579 | 5.9773 | 1.8981
Average 659.9 0.9052 0.0711 1.0603 | 0.0833 | 5.9684 | 1.8967
Median 648.4 0.8239 0.0647 0.9746 | 0.0765 | 5.9663 | 1.8964

Note: Only 4 samples were tested due to one sample damaged during machine set-up.
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Figure 2.5.3.9: Load & Energy vs Deflection graph for un-notched 5 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.3.9: Impact characteristics of un-notched 5 wt percent MWCNT reinforced nylon
6,6 specimens after 90 days of accelerated environmental aging.

: i Energy to NET Total DL Impact | Impact
Specimen | Maximum energy to total ;

max load energy* energy | velocity

ID load (N) ) max load ¥ energy® J) (n/s)

(J/mm) (J/mm)

NMS50AI22 534.5 0.5562 0.0436 0.6786 | 0.0532 | 59828 | 1.899
NMS50AI23 578.6 0.5728 0.0448 0.7962. | |0.0623 | 59733 | 1.8975
NMS50AI24 517.9 0.5414 0.0425 0.6321 | 0.0496 | 5.9667 | 1.8965
NMS50AI2S 536 0.7003 0.0549 0.7774 | 0.0609 | 5.9769 | 1.8981
Average 541.8 0.5927 0.0464 0.7211 | 0.0565 | 5.9749 | 1.8978
Median 535.3 0.5645 0.0442 0.728 0.057 | 5.9751 | 1.8978

Note: Only 4 samples were tested due to one sample damaged during machine set-up.

88




1000.00 Load-1 00N Deflection-1 -0.5959 mm Energy-1 0.0000 J 200

800.00

600.00

3 3
B 100 &
o &
~ 40000 w
200.00 L
- — . IENR . | —— -
0.00 1.00 2.00 3.00 4.00 500 6.00 7.00 8.00 a.00 10.00

Deflection-1 (mm)

Figure 2.5.3.10: Load & Energy vs Deflection graph for un-notched 10 wt percent MWCNT
reinforced nylon 6,6 specimens after 90 days of accelerated environmental aging.

Table 2.5.3.10: Impact characteristics of un-notched 10 wt percent MWCNT reinforced
nylon 6,6 specimens after 90 days of accelerated environmental aging.

NTT NTT
Specimen | Maximum Trergy 1o energy to Total* total Tipus Impa.ct
D load (N) max load max load | €M€raY cnergy* energy | velocity
@ J) (@) (m/s)
(J/mm) (J/mm)

NMI0AI21 572.8 0.7831 0.0612 0.8622 | 0.0674 | 59716 | 1.8972
NM10AI22 382 0.3437 0.0269 0.4193 | 0.0328 | 59758 | 1.8979
NMI10AI23 804.9 1.7231 0.135 1.8341 | 0.1437 | 5.9682 | 1.8967
NMI10AI24 442.6 0.3646 0.0286 0.5348 | 0.042 | 59601 | 1.8954
NMI10AI25 799.4 1.5411 0.1206 1.6385 | 0.1282 | 5.9523 | 1.8942
Average 600.3 0.9511 0.0745 1.0578 | 0.0828 | 5.9656 | 1.8963
Median 572.8 0.7831 0.0612 0.8622 | 0.0674 | 5.9682 | 1.8967
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2.5.3a Summary of Results

Figure 2.5.3.11 to 2.5.3.15 show the summarized output for effects of environmental
aging on un-notched nylon 6,6 and their matrices with reinforced composite. It is to be noted
that 5 specimens were tested for accelerated aging of 45 days and 90 days while data of 1
specimen each from 45 days aging test of pure nylon 6,6 and 1.25 wt percent reinforced

composite and 1 specimen each from 90 days aging test of pure nylon 6,6, 1.25 wt percent

reinforced composite and 2.5 wt percent reinforced composite was discarded.

It is also to be noted that drop wt was increased to 5.95 Kg (13.09 Ilbs) in case of
testing of specimens with 45 day aging except for 1.25 wt percent reinforced matrix. Drop

height was also increased to 355.6 mm (14”) for 1.25 wt percent reinforced matrix after 90

days aging.
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Figure 2.5.3.11: Maximum load comparison for un-notched nylon 6,6 and
MWCNT reinforced composites with effects of aging.
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Figure 2.5.3.12: Energy to maximum load comparison for un-notched nylon 6,6
and MWCNT reinforced composites with effects of aging.
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Figure 2.5.3.13: NTT energy to maximum load comparison for un-notched nylon 6,6
and MWCNT reinforced composites with effects of aging.
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Figure 2.5.3.14: Total energy comparison for un-notched nylon 6,6 and MWCNT
reinforced composites with effects of aging.
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Figure 2.5.3.15: NTT total energy comparison for un-notched nylon 6,6 and
MWCNT reinforced composites with effects of aging.
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2.5.3b Conclusion

It was observed that energy absorption reduced after 45 days of aging and again
increased after 90 days of aging in all matrices other than that of 1.25 wt percent reinforced
matrix. Similar trend was observed with that of load with the exception of 1.25 wt percent
and 10 wt percent reinforced matrices. These results are observed to be opposite to that of
trends observed in testing of notched specimens. However, no firm conclusion can be drawn

because of the broad scatter band.
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2.5.4 Vinyl ester and reinforced nanocomposites

Test results & data for impact experiments on vinyl ester and nanoreinforced
composites with nanoclay and graphite platelets are shown in Figure 2.5.4.1 to 2.5.4.10 &
Table 2.5.4.1 to 2.5.4.10. Figures below show the trend for two specimens only. It is to be
noted that total energy* computed is the energy at a point where load becomes zero after
registering maximum load as calculated by the Instron machine software used for data

acquisition.
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Figure 2.5.4.1: Load & Energy vs Deflection graph for un-notched pure vinyl ester specimens

Table 2.5.4.1: Impact characteristics of un-notched pure vinyl ester specimens

g i Energy to NEX Total NTT Impact | Impact
Specimen | Maximum energy to total .
max load energy* energy | velocity
ID load (N) ) max load ) energy* ) ()
(J/mm) (J/mm)
VCO0AIO1 515.5 0.6826 0.0537 0.7529 | 0.0593 | 5.8802 | 1.8827
VCO00AIO2 484.5 0.512 0.0404 0.6586 0.052 | 59151 | 1.8882
VCO0AIO3 566.7 0.7513 0.0592 09313 | 0.0733 | 59528 | 1.8942
VC00AI04 645.7 1.0215 0.0804 1,133 0.0892 | 59637 | 1.896
VCO0AIO5 475.1 0.5019 0.0395 0.5664 | 0.0446 | 6.0003 | 1.9018
Average 5315 0.6939 0.0547 0.8084 | 0.0637 | 5.9424 | 1.8926
Median 515.5 0.6826 0.0537 0.7529 | 0.0593 | 5.9528 | 1.8942
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Figure 2.5.4.2: Load & Energy vs Deflection graph for un-notched 1.25 wt percent nanoclay

1.00 200

3.00

reinforced vinyl ester specimens

4.00 5.00

6.00

7.00 8.00

9.00

0.00
10.00

Table 2.5.4.2: Impact characteristics of un-notched 1.25 wt percent nanoclay reinforced
vinyl ester specimens

NTT NTT

Specimen | Maximum Energy energy to Tatal total Lpiact Impa.ct
max load energy* energy | velocity

ID load (N) ) max load J) energy® J) (s

(J/mm) (J/mm)

VCI2AI01 814.5 1.3623 0.1075 1.4886 | 0.1175 | 5.9931 | 1.9006
VC12A102 705.7 1.0214 0.0807 1.1112 | 0.0878 | 5.8972 | 1.8854
VCI12AI03 819 1.3841 0.1094 1.517 | 0.1199 | 59192 | 1.8889
VCI2A104 800.7 1.3194 0.1042 1.4245 | 0.1125 | 6.0036 | 1.9023
VC12AI05 665.4 0.9757 0.077 1.0725 | 0.0846 | 5.9737 | 1.8976

Average 761.1 1.2126 0.0958 1.3228 | 0.1045 | 5.9573 | 1.895
Median 800.7 1.3194 0.1042 1.4245 | 0.1125 | 5.9737 | 1.8976
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Figure 2.5.4.3: Load & Energy vs Deflection graph for un-notched 2.5 wt percent nanoclay
reinforced vinyl ester specimens

Table 2.5.4.3: Impact characteristics of un-notched 2.5 wt percent nanoclay reinforced vinyl
ester specimens

NTT NTT

Specimen | Maximum EREoEy 0 energy to Lol total Rnipc Impa.ct
max load energy* energy | velocity

ID load (N) ) max load O energy* ) (s)

(J/mm) (J/mm)

VC25AI101 850.5 1.381 0.1094 1.492 | 0.1182 | 6.0712 | 1913
VC25A102 858.3 1.4086 0.1123 1.6247 | 0.1295 | 6.0101 | 1.9034
VC25A103 843.2 1.36 0.1077 1.4723 | 0.1166 | 5.9926 | 1.9006
VC25A104 861.5 1.3827 0.1092 1.5093 | 0.1192 | 59722 | 1.8973
VC25A105 841.4 1.335 0.1053 1.4525 | 0.1146 | 5.9568 | 1.8949
Average 851.0 1.3735 0.1088 1.5101 | 0.1196 | 6.0006 | 1.9018
Median 850.5 1.381 0.1092 1.492 | 0.1182 | 5.9926 | 1.9006
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Figure 2.5.4.4: Load & Energy vs Deflection graph for un-notched 1.25 wt percent graphite
platelets reinforced vinyl ester specimens

Table 2.5.4.4: Impact characteristics of un-notched 1.25 wt percent graphite platelets
reinforced vinyl ester specimens

NTT NTT

Specimen | Maximum Faergy b energy to Towl total Tmpict Impstct
max load energy* energy | velocity

ID load (N) ) max load ) energy* ) P

(J/mm) (J/mm)

VG12AI01 689.9 12117 0.0958 1.3198 | 0.1043 | 5.9544 | 1.8945

VG12A102 700.5 1.0488 0.0829 1.1688 | 0.0924 | 59075 | 1.887
VG12A103 577.1 0.7664 0.0603 0.9086 | 0.0715 | 5.9287 | 1.8904
VG12A104 7119 1.1032 0.087 1.2869 | 0.1014 | 59682 | 1.8967
VG12AI105 671.6 1.0408 0.0823 1.227 0.097 | 5.9528 | 1.8943
Average 670.3 1.0342 0.0816 1.1822 | 0.0933 | 5.9423 | 1.8926
Median 689.9 1.0488 0.0829 1.227 0.097 | 5.9528 | 1.8943
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Figure 2.5.4.5: Load & Energy vs Deflection graph for un-notched 2.5 wt percent graphite
platelets reinforced vinyl ester specimens

Table 2.5.4.5: Impact characteristics of un-notched 2.5 wt percent graphite platelets

Energy-1(J)

reinforced vinyl ester specimens

NTT NTT

Specimen | Maximum Energy fo energy to Tor! total Imprst Impa.ct
max load energy* energy | velocity

ID load (N) ) max load ) energy* ) (ivs)

(J/mm) (J/mm)

VG25AI01 818 1.4558 0.1149 1.5791 | 0.1246 | 5.9427 | 1.8926
VG25A102 810.7 1.4628 0.1158 1.5806 | 0.1251 | 6.0261 | 1.9059
VG25AI103 768.6 1.2585 0.0996 1.3784 | 0.1091 6.009 1.9032

VG25A104 717.4 1.0305 0.0816 1.165 0.0923 | 6.0144 1.904
VG25A105 848.7 1.5816 0.1243 1.6975 | 0.1334 | 5.9438 | 1.8928
Average 792.7 1.3578 0.1072 1.4801 | 0.1169 | 5.9872 | 1.8997
Median 810.7 1.4558 0.1149 1.5791 | 0.1246 | 6.009 | 1.9032
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Figure 2.5.4.6: Load & Energy vs Deflection graph for notched pure vinyl ester specimens

Table 2.5.4.6: Impact characteristics of notched pure vinyl ester specimens

NTT NTT

Specimen | Maximum gy io energy to Futa total Impact lmpa.ct
max load energy* energy | velocity

ID load (N) ) max load ) energy* J) (s

(J/mm) (J/mm)

VCO0AIO6 395.5 0.4557 0.045 0.5093 0.0503 | 5.9325 | 1.891
VCO0AIO7 366.6 0.3369 0.0336 0.4468 | 0.0445 | 5.9429 | 1.8927
VCO0AIO8 434.6 0.4655 0.0457 0.5234 | 0.0514 | 5.9536 | 1.8944
VCO0AIO9 368.6 ~ | 0.3268 0.0325 0.4092 | 0.0407 | 5.9634 | 1.8959
VCO0AIL0 293.4 0.0937 0.0092 0.1768 | 0.0174 | 5.9534 | 1.8943
Average 371.7 0.3357 0.0332 0.4131 0.0409 | 5.9492 | 1.8937
Median 368.6 0.3369 0.0336 0.4468 | 0.0445 | 5.9534 | 1.8943
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Figure 2.5.4.7: Load & Energy vs Deflection graph for notched 1.25 wt percent nanoclay
reinforced vinyl ester specimens

Table 2.5.4.7: Impact characteristics of notched 1.25 wt percent nanoclay reinforced vinyl
ester specimens

Energy-1(J)

; : Energy to NEL Total NEL Impact | Impact
Specimen | Maximum energy to total p

max load energy* energy | velocity

ID load (N) J) max load B energy* J) (m/s)

(J/mm) (J/mm)

VCI12A106 310.2 0.0935 0.0094 0.1636 | 0.0165 | 5.9986 | 1.9015
VC12A107 304.6 0.0949 0.0096 0.1944 | 0.0196 | 5.9441 | 1.8929
VCI12AI108 319.4 0.0943 0.0094 0.1959 | 0.0196 | 5978 | 1.8983
VCI12A109 291.7 0.096 0.0097 0.1641 0.0165 | 5.9496 | 1.8937

VC12AI110 305.1 0.0916 0.0092 0.1631 0.0164 | 6.0018 | 1.902
Average 306.2 0.0941 0.0095 0.1762 | 0.0177 | 5.9744 | 1.8977
Median 305.1 0.0943 0.0094 0.1641 0.0165 | 5.978 | 1.8983

100



1000.00

§00.00

Load-1 (N)

400.00

200.00

000+
0.00

600.00

Load-1 11.0N

Deflection-1 -0.7168 mm

Energy-1 0.0000J _

200

1.00

1.00

200 3.00

00 s ealin.

Jorenporay

4.00

5.00 6.00

Deflection-1 (mm)

9.00

0.00
10.00

Figure 2.5.4.8: Load & Energy vs Deflection graph for un-notched 2.5 wt percent nanoclay
reinforced vinyl ester specimens

Table 2.5.4.8: Impact characteristics of un-notched 2.5 wt percent nanoclay reinforced vinyl
ester specimens

NTT TT

Specimen | Maximum KE TR Wi energy to Total 1t\(I)tal Inpact Impa.ct
max load energy* energy | velocity

ID load (N) ) max load ) energy* ) (ls)

(J/mm) (J/mm)

VC25A106 317.7 0.0954 0.0097 0.1628 0.0165 | 5.9718 | 1.8973
VC25A107 321.6 0.0964 0.0096 0.163 0.0162 | 5.9774 | 1.8982
VC25A108 3214 0.1028 0.0105 0.17 0.0174 | 6.0023 | 1.9021
VC25A109 294 0.0946 0.0095 0.1598 0.0161 | 5.9924 | 1.9005
VC25AI110 2939 0.092 0.0092 0.132 0.0132 | 6.0129 | 1.9038
Average 309.7 0.0962 0.0097 0.1575 0.0159 | 5.9914 | 1.9004
Median 317.7 0.0954 0.0096 0.1628 0.0162 | 5.9924 | 1.9005
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Figure 2.5.4.9: Load & Energy vs Deflection graph for notched 1.25 wt percent graphite
platelets reinforced vinyl ester specimens

Table 2.5.4.9: Impact characteristics of notched 1.25 wt percent graphite platelets reinforced
vinyl ester specimens

Energy-1 (J)

NTT NTT

Specimen | Maximum Euergy tu energy to Toal total i Impa.ct
max load energy* energy | velocity

ID load (N) J) max lo